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Cmamoes cocpedomoueHa Ha npodiemMe MOHUMOPUHEA SMAnd NepeudHoU
CYWKU npoyecca auUoOpuUIUAYUU  OUOSI0SUHECKO20 Mamepuala 6 (YIaKoHax.
Koumponv Heobxooum 0111 nposepku, ymo memnepamypa npooykma He npeswviuiaem
MAKCUMANbHYI0, YmMOoObl Npedynpeounsv HO8pedcOeHue, a makKdce OnpeoeseHusl
nosuyuu  0sudxcywje2ocs @pouma cyoaumayuu, umo oaem ungopmayuro 06
oxonuanuu smana nepsuurou cyuxu. Cywecmayem MHO20 UCCIed08anUll 8 0baacmu
paspabomxu 0amuuKo8 memnepamypsvl, Ho HU 0OUH He YOO0BIemBopsem NOJIHOCIbIO
mpebosanusi  npoyecca auoguiuzayuu. Ilomomy npogodumcs  pazpabomra
mepmooamuuKa, Komopwvlil Oyoem 0asamv UHDOPMAYUo 0 08YX CAMUX BANCHbLIX
napamempax 3mana nepeudHol CyuKu.

Knouesvie cnosa: nuoguiuzayus, nepsuynas Cyuikda, MOHUMOPUHE, OAMYUK

memnepamypbl, MOOEIUPOBAHUE.



The article is focused on the problem of monitoring the primary drying phase
of freeze-drying of biological material in vials. Control is necessary to check that the
product temperature does not exceed the maximum to prevent the destruction, as well
as determination the position of a sublimation moving front, which gives information
about the end of the primary drying stage. There are a lot of researches for the
development of thermo sensors, but none fully meets the needs of the freeze-drying.
Scientific research is concentrated on elaboration of thermo sensor, which will give
information about the two most important parameters of the primary drying stage.

Key words: freeze-drying, primary drying, monitoring, thermo sensor,

modeling.

BBenenne. B mnpoiecce nuoduimzanuu BOJa WIM JIPYrod pacTBOPUTENH
yaanseTca W3 3aMOPOKEHHOIO pPacTBOpa C IOMOIIbI CyOnMManuu, co37aBast
IIOPUCTYK0 CTPYKTYpY, KOTOpas JeEerko mnoxnaercs peruaparanuu. llponecc
UCIIONb3YETCSl MPU HEOOXOJUMOCTH JJIMUTEIBHOTO XPAHEHHS M KOHCEPBUPOBAHMS
pPa3HBIX TPOJYKTOB OHUOJOTMYECKOTO MPOUCXOKEHUs. Tak Juoduinzanus
WCTIOJIB3YETCS ISl MOJIYYEHHUS CYXOM I1a3Mbl IOHOPCKOM KPOBH, CYXUX CBIPOBATOK U
BaKIMH, B (papManeBTUUECKOl MNPOMBIIIJIEHHOCTU. B psge ciyuyaeB, Takux Kak:
MPOU3BOJICTBO CYXUX JIETKOPACTBOPUMBIX AaHTUOMOTUKOB, OAKTEPUNHBIX U BUPYCHBIX
npenapaToB, 3akBacok U ¢epmeHtoB, BAJIoB u T.1., TMOQUIBHOMY BBICYIIUBAHUIO
MOKa HET aJIbTEPHATHUBBI.

@du3nyeckre OCHOBBI IpoIecca COCTOAT B CYIIECTBOBAaHMM paBHOBecHs (a3
it BoAbl. OOBIYHO JieJ, BOJA U BOJsIHAs Mapa MOTYT CYIIECTBOBAaTh B PaBHOBECHU
onHoBpeMeHHo mnpu gaBiaeHnn 0,61 klla u Temmepatype 0,0075°C. Touka
COCYIIIECTBOBaHUS TpeX (a3 HA3bIBACTCS TPOMHON TOUKOM, WJIM TOUYKON paBHOBECHUS.
Ecnu, HaumHas ¢ 3TOM TOYKM, HAYaTh MOJHUMATh TEMIEPATYPy, YIEpKHUBas
JABJICHUE Ha YpPOBHE HHUXKE TOYKM PABHOBECHS, MOXHO HaOJIOAaTh MIPOIiece

cyonumaruu (puc. 1).
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Pucynok 1. ®usndeckast Mojelb npoiecca Tnohuin3anuu

Ilocne 3amopo3ku OoJsiblllas YacTh PACTBOPUTENS YAQISETCS C MOMOIIbBIO
CcyOnuMMaIM Ha dTane MEepBUYHON CYIIKM MPU HU3KOM MHapiuaibHOM AaBiieHuu [1].
[TockonbKy MPOUBOAUTCS] TTOBBIIIEHUE TEMIEPATYPhl, HEOOXOAMMO KOHTPOJIHPOBATH
TeMIEpaTypy MNpPOAYKTa, YAEPKUBAsI €€ HWKE TPOMHOW TOYKH, U TO3HIUIO
IBIKyIIerocss (ppoHTa CcyOMMMAIMU, YTO YMEHBIIAET JJIMTENBbHOCTh Mpollecca M
npeaoTBpamaeT paspymeHue. OrpaHUYEHHEM JTAaHHOM TEXHOJOTUU  SIBISIETCA
HEBO3MOYKHOCTh TIOJIYYEHHUSI MPSAMOTO HU3MEpPEHHUS TEMIIEpATypbl, HE BIHSS Ha
JUHAMUKY MPOIECCA WIM HE YMEHBIIAS CTEPUIBHOCTh. TOHKHE TEPMOIAPHI, KOTOPHIE
BBOJAT B (DJIAKOH, SBJISIIOTCS IIMPOKO PACIPOCTPAHEHHBIMU, HO WHBAa3WBHBIMU
CUCTEMaMH, KOTOPBIE HCIOJB3YIOTCA sl HaOlroAeHust 3a mpoiieccom [2]. Broa
TOHKUX TEpPMONAp BIUAET HA MEpenady TeIla K NPOAYKTY, K TOMY € BBEICHHE
JNATYMKA YMEHBIIAET CTEPUIBHOCTh NPOTYKTA.

Hear um 3amaym ucciaexoBanusi. CrucremMa MOHHMTOPHHIA TEMIEPATYpPhI
JOJKHA OBITh CIIOCOOHOM OMNpeeanuTh KOHEUHYIO TOUKY MEPBUYHOM CYIIKH, MOCIHE
KOTOPOM JOJKHA OBIThH 3amylieHa BTopuuHas cymka. [loroMmy menbio paboThl ecTh
YCOBEPIICHCTBOBAHUE CYIIECTBYIOIEH METOAUKU KOHTPOJS JTamna MNEPBUYHOU
CYILIKK C MOMOIIbI0 HEHMHBA3UBHBIX METOJOB M3MEPEHU MyTEeM pa3pabOTKu JaTyuKa
TEMIIepaTyphl, KOTOPBIM OyneTr pa3MmelleH B HIKHEW yactu ¢iaakoHa u Oyner

paCUUTBIBATHL TCMIICPATYPY B PCIKUMC PCAIBHOIO BPCMCHH, YTO ITO3BOJIUT S9KOHOMHUTDH



KaK SHEPrui0, HEOOXOTUMYIO I JTHO(UIN3aIuN, TaK U CICAUTh 32 KaueCTBOM 32
KauyeCTBOM JTHO(DHIN3UPOBAHHOTO MTPOTYKTA.

Marepuajgsl ¥ MeTOAbI HccJenoBaHus. B  ycnoBusx mabopatopuu
npoBefieHa JHouIM3anus OHOJOTMYECKUX OOBEKTOB C MOMONIbI0 Mpudopa
LyoQuest-50 (Telstar). Ha ocHOBe cpaBHUTEIBLHOM XapaKTEPUCTHKUA OCHOBHBIX
mapaMeTpoB TpoIlecca, KOTOpbIE BIHMSIOT Ha KadecTBO MCXOMAIIETO o0pasia,
OCYILIECTBJICHO aHalu3 METOA0B onTuMmu3anuud. C MOMOILIBI0 CTPYKTYpPHO-
(GYHKIIMOHATBPHOTO MOJEIMPOBAHUS PACCMOTPEHO BO3MOYKHOCTH ONTHMH3AIUN
mpoIecca ¢ MOMOIIBIO JaTYNKa TEMIIEPATyPHhI.

JKCIepUMEHTAIbHbIE TaHHbIE H UX 00padoTka. buomornueckuii Mmarepuan,
KOTOPBIN BBICYIIMBAIOT METOJOM JHOMDUIU3AINK, OOBIYHO HAXOIUTCS B €MKOCTSIX
(bnakoHbl, amMOyldbl U T.I.), pa3MEIICHHbIE Ha TMOJIKAX CYMIMJIBHON Kamephl [3].
@dylakoH ¢ MaTtepuajioM M BOJSHON Tapod MpEeJACTaBUM B BHJIE BEPTUKAIBHOTO

0 .
paspesa, noBepHyToro Ha 90" mo yacoBoii cTpesnke (puc. 2).
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HCXOSIIINI MaTepHat O HIN3HPOBAHHBII
Marepuan

BOJsgHAs I1apa

Pucynok 2. [1nockuii pa3pe3 Mmatepualia ¥ ra30BOro MpocTpaHcTBa (BOAsSHAs
napa)
Takum oOpa3om, IMap maTepuaia, KOTOPBIM MOJAAAaeTCs JHOPUIU3AILINH,
tonmuHoi h. CrneBa oT Hero ToJjicTas BEepTUKAJIbHAs JIMHUS — TMOBEXHOCTb IOJIKH
BaKYyMHOU KaMephbl, ClipaBa — razoBoe MPOCTPAHCTBO B BUJE BOAsIHOW maphl hi(T).

JInopunnznpoBaHHbIN MaTepuan TOJIUMHON &(T) HAXOMUTCS ClpaBa OT HUCXOJSIIETO



Marepuana, rpanuia ¢$a3oBoro nepexoja, uin unrepdeiic cydoaumanun o003HauYeHa
BEpTUKAIbHON NyHKTUPHOM nuHUel. CHauvana uarepdeiic cydoaumannm coBOaaacT C
TpaHUIEH MEXTYy MAaTepHUalioM U T'a30BbIM MPOCTPAHCTBOM, a BEIMYMHA COBHAAAET C
TOJNIIMHONW HCCIelyeMOro Marepuana h, B mporecce MEepBUYHONW CYIIKA OHa
nBuraercs BieBo. Mutepdeiic cyOnumanuum paszziensieT Marepual Ha JIBE YacTu:
CJI€Ba UCXOAIINKN 3aMOPOKEHHBIN MaTepras (0003HaUYUM €ro WHIAEeKCOM 1), mpaBa —
nuoGuIu3upoBaHHbI MaTepuan (o0o3HauuMm ero uHaekcoM 2). Ilyckaii razoBoe
MPOCTPAHCTBO B BHJIE€ BOJSIHOM mapbl OyaeT o0o3HaueHo uHjekcoMm 3. TommmnHa
CyOJMMHUPOBAHHOTO SIBJISIETCSI MCKOMOW (PYHKIIMEH OT BPEMEHU U U3MEHSAETCS OT
nyns (mpu 1=0) 1o h.

I[Ipu  pacuere MaTeMaTH4YeCKOW  MOJEIM  Mpollecca  HCIOJIb30BaHbI
3aKOHOMEPHOCTH TEIIOMAacCOOOMEHa C yu4eToM (pa30BbIX MEPEXOIOB.

MartemaTtudeckas MOJI€Jib B OOIIEM CITydae BKIIOYAET CJICAYIOIINE YCIOBHUSL.

1. VYpaBHeHHE TEMJIONPOBOAHOCTU C YUETOM KOHBEKIUMHU U TEIUIOBBIICICHHUS
(D:
pCp (3 + GAT) = V(KVT) + Q (1)
rae T- remneparypa, °C, p — mnoTHOCTB, KI/M’, C, — Temnoemkocts, [LK/KreK,
k — remnompoBoaHocTh, BT/M*K, i — ckopocTh, M/c, Q — MOIIHOCTh OOBEMHOTO
TemmoBbleneHus, BT/M’, t — Bpems, c.

2. VYpaBuenue quddyzuu napsl (2):
e % = v(DVo), )
rJe ¢ — KOHLEHTPALHS Mapbl, MOIb/M’, D — KoehuIueHT mudPy3uu, M/c, € -
MOPUCTOCTh MaTepHaa.
3. VYcnoBue Ha unrepdeiice cyonumanuu (3):
Lp 32 = Mi(gradT)g-y — AfgradTgso + 0(Tfy — T, (3)
rae d&/dt=V — ckopocTh ABMXKEHHSI TpaHUIbI, M/C, I[)K/M2°c, € — CTCICHb
YEpPHOTBI, G = 5.67°10™ Br/M* — mocrosiHHast Credana-bonbmana, L — ckpbitas

terioTa cyonumaruu, Jx/xr, Ty, — Temnepatypa BHeniHen cpensl, K.



Takum oOpazoM, ckopocTh V  JABWKEHHMS uHTepdelica cyOnumanuu
pacYUTHIBAETCS, UCXO/I U3 TEIJIOBOrO0 OajllaHca Ha TpaHUIle, C YYETOM BO3MOKHOTO
€€ HarpeBa U3JIy4eHHEM.

4. Ha nBwxymielics rpanuiie (a3zoBoro nepexoaa s ypaBHeHus! nuddy3uu
cKOpocTh V ompezensieT oTok Ny, MOIb/M *C, BOISHOMN Mapbl, KOTOPasi BEIXOLHT OT

rpaHullbl, B BUae (4):

Pv—Pice
— > N,=——V 4
>N, = bRy, )
rie M,=0,018 xr/mMoiap — MoOJEKyJsipHas Macca BOJSHOW mapbl, — -
n

OJWHHUYHBIN BEKTOP BHEIIHEH HOpMaJIH.
Konnentpamus BoasHOW mapsl Ha rpaHuie (a3oBoro mnepexona (mpu

TEPMOJIMHAMHUYECKOM paBHOBECHH) (5):

Py
C = ﬁ (5)

rae P, — mapuuansHoe naBnenue mapel, [la, R=8.314 J/mons'K — razosas
KOoHCcTaHTa, T — temneparypa, K.
3aBUCUMOCTH JAaBJIEHUS OT TeMIlepaTypsl (6):
InP, = 9.55 — 5723T ! + 3.531gT — 0.00728T, (6)
Hcnonw3ys mnpencTaBieHHbIE BBIIIE 3aBUCUMOCTH, MOXHA CMOJEIUPOBATH
nporecc Juodunuzanuu B cpeae Comsol (puc. 3). JlaHHas MOJelb MOMOXKET MPHU

MPOEKTUPOBAHUM TaTUHUKA TEMIIEPATYPHI JUIA mpolecca Jnodunuzanuu [4].

Time=1800 s Slice:

(mm) Arrow Volume:

(K) Zg heat flux (Material)
| | Streamline: Total flux (Material) Volume: dom==]
|
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Pucynok 3. 3D-mozens npoiiecy miodinizarii
[Tockombky TemepaTypa TpH JHOGWUIU3ANNKN KOJIEOIETCS B  IUPOKOM

AUaria3oHe, pPacCMOTPCHO u CACIIAHO CpaBHI/ITeJIBHHﬁ aHaJlIn3 JaT4YUKOB



temnepatypel [5, 6]. Mcxoas w3 KadecTBa W JAMAIA30HBl MOJJIEPKHBAEMBIX
TEMIIEPATyp PELIEHO HCIMOJb30BaTh JAaTUYUK THUIA MEIb-KOIEIb, KOTOPBIA HMEET
BO3MOKHOCTb H3MeEpATh TemmepaTypy g0 -200°C.  DTH JaT4dKM  SBISIOTCS
YyBCTBUTEJIBHBIMM K HAWMEHBIIMNM H3MEHCHHSM TEMIIEPATYpPbl, a BBICOKUN
KOC(UIIMEHT HAJEKHOCTU TO3BOJSET HCHOIb30BaTh HX JUISL JIOJATOCPOYHOTO
MOHHMTOpHHTA. ITOCKOJILKY TeMIIepaTypa MepBUYHOM cyIuku Konebaercs ot -50°C 1o

-80 °C, mocTpoum KkpuByo TepMmo-I/IC i TepMOIapsl U3 CIUIABA MeIb-KOIENb (PHC.

4).

Tepmo-3/1C, MB
q

- 200 - 150 -100 - 50 0
Temmeparypa, °C

Pucynok 4. Kpusas tepmo-23/1C miist Mmeib-konenp

Hcxonst u3 MONYyYEHHBIX PE3YJbTATOB, CIUIAB MEb-KOIMEIb MOXET OBITh
UCIIONBb30BaH ISl CO3JaHUS JAaTYMKA TEMIIEpaTypbl, KOTOPbIA OYylEeT UCIOJIb30BAH
JJ11 MOHUTOPUHTA TEMIIEPATYPhI IEPBUYHOM CYLIKHU.

BoiBoabl. B manHoi crathe paccMOTpeHa BO3MOXKHOCTD M CIIOCOOBI BHEPEHUS
MOHHUTOpPHHTIA 3Talla NEPBUYHON CYIIKH B PEKHME PEATBHOTO BPEMEHH C MTOMOIIBIO
JnaTtyvka temnepatypsl. CaMbIMH BaKHBIMM [TApaMETPAMH Ha 3Tare MePUYHOU CYIIKH
SABIIAKOTCA TEMIIEpaTypa MNPOAYKTA, KOTPOJIb KOTOPOU ITO3BOJUT IPEIOTBPATUTH
KOJIAaliC MW JIeHaTypaluio, W TMOo3ulus uHTepdeiica cydonumanuu, 4YTO JaeT
nH(popManuio o mporpecce nepBUYHOM cymiku. [TockonbKy 1715 pa3pabOTKU aTurKa
TEeMIIePaTyphl, KOTOPHIHA ObI OTBEUYAT BCEM TPEOOBAHUSIM, YIPOIIEHHAsE MOJIeNb OyAeT
MCII0JIb30BaHa JJisl UCCIEA0BaHUs pa3pabOTaHHOIO JIaTYMKa TEMIIEPATYPHI.

TepMogaTuynk OCHOBAH Ha TOYEYHOM M3MEPEHUU TeMHEPATyphl NpoaykTa. OH
OyJneT pa3MelleH B HUXKHEW 4acTu (pIakoHa CO CTOPOHBI 3aMOPOKEHHOIO IIapa

MPOJYKTa.
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