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Changes in Raw Milk Quality During Frozen Storage

(Studies on the effects of psychrotrophic
bacteria on milk quality part III)

Katsuhiko Mikawa and Shunrokuro ArmMa™*
(Department of Animal Science, Faculty of Agriculture,
Hokkaido University ; **Institute of Dairy Science,
Faculty of Agriculture, Hokkaido University,
Sapporo, 060 Japan)

EFLEEHMERE T L, WHEYE LT v—
A—DOFT B EBASRTE Y, CHRBHEILT
LA BHbRTW5A2~Y, DOAN and WARREN®
T X, BBl ILE —10°F (—23.3°C) T 24 B
BEEDOW, “hE +5°F (—15°C) F72i3 —10~—15°F
(—26.1°C) tFEHFE LSS pH, BE, 7Az=z—2A
7 A b ORISR Ev 5, ik
L SAITO and HASHIMOTO® |34 8% L CAEBIEIL %
—10°C CTOAMIRET % &, BE LTI RETT5 &
WEL T 5, kSR RAVENEL D 12X T
—9°C CHEA% 200K VREFLIBARCELR TS,
L LZORFRENILZERLTOCHEI R
i, BEREBEOHINAES DT LT,

B2 b DZEFEFE IOV TIE YAMAUCHI 510 234
Bifggx —7°C & —20°C i 120 B % C{RfE L, NPN #®
€4 VENoBREIL LW h &, T = >~
VAT RN T A EREL TS, BEN0C I
% & 160 HREoERIC & » TERD 72% B B ik
BEbvbhTuna?,

AR LA oW CHBER OB by B L
AR EA—-RBOAEELE, & v 7 EHE LR
DYFRE xR PO LTI, RRRCBEOZE(LEY HHlE

Lf:ﬁ%f@ Do
ERM BB IURBRTE

AFLITFTEY & R—oRN T, JhihERFH B ESE
EOFEHRAATHDH, ZOLEAREFHCEESA
F A2 100 mé Fo4B L, BE50 0 & CABERET
BRIF Llze BRBHIOHIIEA C LR FREH,D LET D&
DL CAERIEBE LT,

FRERE AR LT —25°C, —2°C, +2°C,
—25°C 5 Ifsi4g —2°C, +2°C 5 HES# —25°C, +2°C 10
HRE# —25°C, & L OF +2°C 15 ARSI —25°C o 7 %8
ThHb, IBIHBAERCILI0COY +— & - 2%
B TR ETT - 120

HEBE R b ke N/10 7 A ¥ — & T
&L, IMEE (W/V %) CERLE,

Fx vy BosRemb+ s, el 20% b
V7w VEEEE (TCA) 2&8Nx, FDOREEZ7TALHY
i LC 1/3 R Folin TR X, 660 nm DY
BEYHOCTHBLAH TLOBNGE (Aso) ZHITE L1,
Z RV BGRIER, P T OB I RE
RS Io DI ITIERMEIEATEER (VBN) %, CONWAY
OB CER L. ZORBHTIL Ago HIGE

* (B s I ETEREOZE a0l & I
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Hvis TCA BE R\, 5% kv EEBCIEEIRIN X4 7o
VBN #% N/50 B CIlE LickE Ry mgy TER LI,
R FVTOEETS Y =B Lo TR O X
A BHEEi, FRANKEL and TARASSUKD o bEEIC &
DIEHENGIGEE (FFA) OEED B HIE L, e 10me
o afBERECE D, Thicl0mé 95y =&/ —
NEMELTHIEL, X5 15méoRB=—F 1. =F
N=—F A6 4R A WEMLTRE 5 DH, 1,500 rpm
T3 RhEL Lice $EWTFD LB mbiey =/ — 1
7E VYRGS h=x s — A 15mé ¥in%, N/40 o KOH
=& ) — VW CHRHE Lic. B L QK EDHKRe
BRELLTVDOTC, KO L5 EBERT- 7.
HBEDEE\EEBELART (R 550 nm) THAL B
&, RN L CiRIEERNCREER A+ 5, —74,
—FABOB L - DHEY KOH 0 0.14mé # i 2
% &, Bfeh BT 5 EE R EC AN TREEN
0.030 2, COBEEMARIELGTHS LTI
WORDPBALT 5,
0.14
0.03
T T Y32 KOH o mé , A 3BAEDHATH S,
ORI DRI T B D DE % 60 i 0.013
THHDOT, TOPEY VERDO AfATSE V=
0.06067 &7z b, 10 RT3 0010 £ 75, D% HiflE
CET AR 10 R 5B EHE 1 0.0l mé D%
CAMEUBC bt D, BRI o TiL, EEERIOE
Heh 30 W & R L, BB REC B LR L 0%
SHBAMTH b, EoEEHAVCEEEOHELTTT -
too 7%, HERIT100g OfEE R UdADO=—T A8
DEECHERIN O KOH =5 / —LEED mé ¥
TFEH L,

Y =

x A (1)

HRELUZER

BErAEOHEC LI LERRAIhB TR EY, 4
FpTE L L UERREFBET oG eI BED
FR3DIL, TORDEROWK EEBEEOREINE DO
ik E hERA I L T h T 519,

$F % —25°C ¥ 143 —2°C CIRFE LA EROEE
i3, +2°C ¢ 15 HREHERI —25°C B Lic kb vk
E, WThLEABSE B E—4—-5414 v 018% %
Hix feds ot (Table 1), T3 —2°C © 40H H, +2°C
10H %% —25°C G L7 15, 20 3 X US30 [ B okt
TIERERD 2P d 107/mé iz T3 d
bbb, FORREIRY e BREN0135Y ThHB DI
L, Fh2h 0126%, 0.144%,0.143%, % X100 0131%
EHE OVBILERIRE D o1z, Table 1 ©F — 2% 4k
TRBEBESEN LRV EWSIEL TR, LA
ErenSETAR DB R, &5 LBRREIES 2
SAITO and HASHIMOTOS) & RAVENEL 57 MR &
I{—H LT3, +2°C CEERT UL 0BEI,
108 H g CRABALBE B IVOITL, 200E %
BEDEL02% 22 THH,018% #2501 +2°C
15 A% —25°C TH R LERR» 6 35 X ok,
AL HATERTHA 5 LR ShD, BEDCLA L
HECKEEAIND LD TEHEBA, 018% L kit
BORAERY LRGSR TR LERBE R i i
SRR 108/ml LU k&7 5,

FH 5 v AV ED N RE YR ND D HIE LR,
TCA jg#g—Folin EEDOBIEE (Ago) 5 X UHIEM:E
FpEZE®E (VBN) % Table 2 & 3 i L1, +2°C 10
HHELUCAATRI0 AT Aw 2302% 82, VBN
7308mg% ¥ LT3, ZOEREENFRS T

Table 1. Acidity of frozen stored raw milk (%)
Days of Storage temperature
SOTABE L o ¢ _asc —25Phope t2dosc 122 avc 1025 g
0 0.135 — — — — -— —
0.135 0.131 0.124 0.122 — — —
10 0.140 0.120 0.126 0.122 0.126 — —
15 — — — — — 0.144 —
20 0.243 0.134 0.131 0.126 0.134 0.143 0.191
30 0.292 0.124 0.130 0.112 0.124 0.131 0.166
40 0.378 0.126 0.127 0.125 0.126 0.138 0.179
50 0.348 — 0.130 0.122 0.131 — 0.183
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Table 2. Colorimetric analysis of proteolysis in frozen stored
raw milk (Agso)
Days of Storage temperature
SIOTAZE e o0 —25°C —25lh_mc 4229 s +222% osc 422234 s
0.163 — — — — — —
0.175 0.162 0.146 0.152 — — —
10 0.212 0.163 0.158 0.178 0.179 — —
15 — — B — — 0.225 —
20 0.474 0.163 0.150 0.157 0.162 0.219 0.694
30 2.068 0.177 0.153 0.179 0.163 0.200 0.565
40 3.750 0.171 0.157 0.169 0.180 0.223 0.643
50 7.536 — 0.155 0.163 0.161 — 0.540
Table 3. Volatile basic nitrogen (VBN) of frozen stored raw
milk (mg %)
Days of Storage temperature
StOTage Lo _pg 250 —2 o0 42208 o 42229 s 1223 _osc
0.66 — — — — — —
072 062 0.47 056 — — —
10 087 075 0.59 0.69 0.66 — —
15 — — — — — 1.06 —
20 3.44 0.56 0.62 0.50 0.59 0.91 1.66
30 9.46 0.72 0.62 0.84 0.72 1.00 191
40 17.02 0.94 0.72 0.75 0.75 1.25 216
50 13.74 — 0.81 0.81 0.66 — 1.56

AR BT D BRECOHEEIR R H Aco: 025 %
X O VBN: 0.60~0.75mg % i HVETH B, +2°C T
5 AR —25°C Coll i Lcilit Ty, aiERyo
Agso L ADREREL T B, —H, AL +2°C ¢ 10[
1% 7201 15 HERAHRIC —25°C ~B L AR O Ao
BT NT 0222 TWER, ZosbLiTEOBA I
0.200~0.225 & LR oHEERAME L » S8, LA LE
2pto VBN (Table 3) /5 &, \Fh i HeE LR
D075 mg % & Lo TWB, fEoTAEREMHLES
Wi, +2°C CRERZELER ST eAAYREET A S
EOTRER EEMEIXS~I0 BOMTHD LHEETE
%, ABREO ¥ e AOBEKY ZEEEFE T 15x104mé
ThHHMG, FHOBEE P Zh I bHHaE, &
FENIVEL D0 LB HR DY,
HEEfAFRR OSA, +2°C T 10~15 Hff R1F Otk
—25°C THHELICDDORIRE, Aeo OEIXVTHRLHE

Yool RE o, Thiextl VBN ¢,

+2°C 10~15 HE ORFRCEHE LBRIL b B A A,
Thi —2°C 40 HEE, —25°C 50 {8, —25°C @ifkik
—2°C {f#T 30 Hi, L Of +2°C 5 BI#E —25°C o
FT40 B, B L TR ZhEE LERD, WTTh
% 075 mg % LLEDEERR L, 73, —2°C 10 A
ORKEHC Y 075 mg % » VBN nig@sbhilc, HEH
TT7VE=THEMT ARSI RELY $HERLTE
D, ShABIEA V752703 VHREDLDTHAS &
HELTV5, # V7 BSRARCK T, LO5%
EWMOS S, @O T7527vavibd VBN TRERZ
hBES TR OHD, KREFHOEACEILBR
B, 7vv—~—LDBRTRD L RCHEERAES
CELTWHZ &, A b3 VBN willliET B &
X o THEOEL:Y X VBRI HR T b L 2RE
T2LD0THD, ThEBHUOBRR, REREOE
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Table 4. Free fatty acidity (FFA) of frozen stored raw milk
(mé alkali/100 g fat)
Days of Storage temperature
storage g e —ac —z2h—zc 42 ope 4222% gsc 122 o
0.53 — — — — — —
5 1.51 141 132 1.28 — — —
10 1.15 145 1.63 1.89 1.70 — —
15 — — — — — — —
20 9.80 0.49 0.44 1.02 0.69 0.74 1.67
30 10.51 0.53 0.61 1.61 0.82 0.88 2.05
40 19.18 1.69 1.08 1.95 1.04 1.48 1.32
50 21.45 — 0.67 0.98 0.89 — 1.07

EHpiAbHE—5 v D KACZOREK 529 k5T
LB LR, 5°C THILERAETHHE, £D biological
age ¥EbTicit, BxD7F A2 D5 BT NH; 4848
BbIuvivid, Fe77 kA TORERWT
LIERATAZ LR X AMbRT52200), FoEEL
endopeptidase X D 4 exopeptidase ® deaminase,
aminohydrolyase, amidohydrolyase O¥EA E 5 {7 &
THEEFMETLE L, -25°Crek T EHRFEOSE
KRERIEAOTbh b2 EXRE LT 5,

BaWio R AR EREE RS (FFA) 13 +2°C T
20 BHEILLEGE LA T SBalingy Reicdd, h
PSRBTS0 T R O 3~4 I E o
(Table 4), VA~ ¥2KETORE CiEMYRTOT
Te7T7—HEAR L{HBRLEETH BB,
ALFORD and PIERCE® i3 Ps. fragi 7z FHIB ) v,
2T ADPLRB LY -2 —2°CoER L 7
— N, a—vFAr, aary YFAALENKGHETS
EERHE LTS, SEORRTILERC BT 5
fRic X 0 FFA 2335 2 S S Ciibsdh e
4, Fofiit +2°C T 20 BRI EGER LiRel v &,
BRAER 2 mld 7A% ) /100g I8l LT Th D,
b AIEMEDIES > XML AR LR Lic, Ao VBN
DREMEH Th LT ORI HIET 5 HEE R A %
Bz T aRRNeRWTh, FFA Oflin/e Rk, 0
HEERRAAES) 3.3~3.7 1mizZE LT\ 7\ (Table 4), =
Dz LS, WEROBEA R FFA ofIEEs 51
Bofee7 v -~ —0BLw T 5 2 L AR T
BHEDEFRL T B,

R 7B IR >V TH RSB S vl (Table 1),
BETHD EARER T -4 BHDT A D5 BT

U

T VBN BRI BETHBEEL L. 2OBAMS
AEBROFEEZP DS & (Table 3), +2°C Tix 5 B,
—2°C T30 A, —25°C T3 40 B, —25°C 5 g
HHEH —2°C HEORBTIZ20 HE, 742 +2°C 5 H
FMRRES —25°C Coifs Lcd Tt 30 A1 2 ¢, *h
FhBHRECTHEZ LR RMEULT O VBN v~
Ciente, foks, +2°C C10 ¥ 7% 15 ARGER
—25°C T LB T, Aso 33X VBN o3
hOBE bHRRBEMOMESAERK T  Too0 i,

3 ¥

HRELHET BT HEHLOABEIL LR RD 0, 4
{LENBELHRE, 5 v 22 BORE (Aw), BFEN
HEHEREER (VBN), b X OaERiiE: (FFA) 2JIE L
foo BREELMFE —25°C, —2°C, +2°C, —25°C ¢ 5 g
BiES —2°C, +2°C T 5, 10, 15 AR A% —25°C 38
oL 78 Y, BREFIRILT < C0ARTH 5,

FOER, BMER IO FFA 3 +2°C <20 AL
ol LB S i lin e R Uiy, ffREEF Tk
BFE B RIED SRR o, Aso 12 +2°C T 20H
RRRAE L 72BE B X 08 +2°C 15 HREEEHRI —25°C
THE LA CEWT, 7 v —A—Z{biciETA#
ERAES 2Bz R, ORI TR OB
XFRA EBE NI 5 T,

—J5, VBN 12 4 BHOABEREL D 5 & LEK T,
7 V=S e ORI R IR b BRI RS L .,
VBN ofilEERr Thig, +2°C ¢35 g, —2°C ¢
1330 {fE, —25°C Tk 40 AR, —25°C 5 [HEfs 3 45 %
—2°C {#4£C11 20 B, +2°C 5 AREE® —25°C ©
BHERE LR TR 30 A & ¢, Th FRIBFELT



=M-BE: AAALEOBERERC ST 5L 349

DUSLEFEDZ EWRTE,

7ok +2°C T10 ¥ 7211

15 R FFHRI —25°C CHi S Lc B eI Asgo 1 X
U' VBN OV h o4& bIREEITOERN EBRET ¥

TN,

AFRET IR hic VAR TIFE, SWER Wi
R R S oEE LE T,
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Summary

Changes in raw milk quality during frozen stor-
age were estimated by measuring acidity, proteo-
lysis (Aggo), volatile basic nitrogen content (VBN)
and free fatty acidity (FFA). Raw milk samples
were stored for 50 days under 7 temperature con-
ditions as described below : at —25°C, —2°C, +2°C,
—2°C after 5 hr-storage at —25°C; and at —25°C
after 5 day-, 10 day-, or 15 day-storage at +2°C.

The results indicated that the significant increase
in acidity and FFA was observed only on the
samples stored at +2°C for longer than 20 days.
However, in the case of porteolysis, Agg of the sam-
ple stored at +2°C exceeded the critical valuel®),
which may reflect the flavor deterioration, at the
20 th-day storage and increased thereafter. No

increase of Ago was observed under the other
storage conditions. On the other hand, the VBN
test was found to be the most sensitive among 4
tests used in this experiment, and its value incre-
ased at the fastest rate to the critical level for off-
flavor. VBN data showed that VBN of raw milk
samples could remain at lower levels than the
critical one for off-Aavor under the following stor-
age conditions: 5 day-storage at +2°C, 30 day-stor-
age at —2°C, 40 day-storage at —25°C, 20 day-storage
at —2°C after 5 hr-storage at —25°C, and 30 day-
storage at —25°C after 5 day-storage at +2°C.

Freezing the samples at —25°C after 10 day- and
15 day-storage at +2°C kept Agg or VBN value
unchanged over the rest of the storage period of
time.



