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ABSTRACT

The objectives of this study were studied on optimum condition of temperature and time for
drying in producing squid ink powder, acceptance evaluation and shelf life. Squid ink of
cuttlefish (Sepia pharaonis) was dried using a tray dryer at different conditions ranged from
temperature at 60, 70 and 80°C and time for 5, 7 and 9 hours. The Response Surface Methodology
with Central Composite Design was applied to determine the experiment while investigated
responses were water activity (a,), moisture content (MC), water absorption index (WAI), water
solubility index (WSI), rehydration ratio (RR), color (L*) and percent yield. Drying temperature
appeared to have significant greater effect on quality of squid ink powder than the drying time.
The optimum condition of tray drying condition in squid ink powder production was found to be
temperature of 80°C with drying time of 5 hours. At this optimum point gave the predicted values
of water activity (a,)0.08, moisture content (MC) 7.87%, water solubility index (WSI) 8.45%,
water absorption index (WAI) 2.7 g/g, rehydration ratio (RR) 2.78, color (L*) 37.3 and percent
yield 39.26. In case of acceptance evaluation, it was found that the product was accepted from
100% of testers. The products packed in aluminum foil bags could be stored at room temperature
(30+2°C) for more than 12 weeks with no indication of yeast and mold growth. The total plate

count was within the standard of food seasoning powder.

Keyword: Squid ink, Squid ink powder, Tray drying, Response Surface Methodology
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2.10 IEMINUNAINOUEHBI (Response Surface Methodology) (8175 L1135, 2552)
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TEMINUAIADUAUDY (Response Surface Method, RSM) 1]UNI5UAAIHS 0FIUNUNIY
a A \'u 4 a =1 o & @
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(X, X, .., X) + E 1AW Y flo A0 ueuna (Response) Fuiludnnlsaunaz X,, X,, ... X fin
Y | & d a s w o o w [ 1 ‘:
audsnaule Futluaudsdu, E = error term v93nnuduruS v oW uvaIs il sinail
inl¥aunsaAuAMia (First Order Model) 3 00319 UNA 04 (Second Order Model) W30
- = . = @ a ast aad ast o w {
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@ o = . & X A A ' o
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¥ @ ar v = @ A 9/ [
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2.10.2.1 WM IUVUTIA0MUULDVTUYIS (Full Model Technique) 3513112521
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[ g’) =2 L = 4 d‘l roas a £ w
Order Model) #a391nuuveldmsunsizviaunisoaasuielszunamaulszansuoadnnls
A UL UIIADe
E
2.102.2 35M3uuUap9an3l (Reduced Model Technique) 35n15HLAA
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deuldmsnanosuuuudanaisoa nsnaasuaneiZeau19aIy  (Fractional
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2.10.3.1 Minaaoddmiu1Fuuud1a098UAY 1 (First Order Model)
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M3 lmaneiSea 2 52AD (2-Level Factorial) #0952391un1s 1duuusians
v w & 3 1 s d " W 1Y
UAUMUL (First Order Model) 31z9s Iuaulanvindunagaseninadadondn (Cross
=l . ] [ v o o = 1 aaa W v 4o
Product ¥30 Interaction Term) A379zux lanTageminnany lulUgas enduwusnu
2.10.3.2 uuumsnaaesd sy lHuus1aeduAY 2 (Second Order Model)
-msnaavaurlaneiea 2° 1y CRD or RBD H4azsiumagmuszninelee
#an (cross product)
-minaavumaneizea 3° 1 CRD or RBD
-NsnaaeaneissauadIuly CRD or RBD
-Rotatable Design
-Central Composite Design
-Box-Behnken Design
-Mixture Design

MIIANIINAADIULUL Rotatable Design, Central Composite Design 1318021989

e
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Rotatable design
[~ { [ T a A
WumMIoenUUUMINATBINYNY S2AUHIIINIANANYDITUNITUTVIAHAN
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a 1 a‘; e .
¥HamM UL Rotatable Design

MIAUIN 2-level coding
LHIANURRYVDITLAY (avg)
2. HIMTINAVOITEA L (Mid): Mid = (upper level — lower level)/2

3.Code 52A1YD91]998 Code level = (tare level — avg)/Mid

Central Composite Design (CCD)
” a4 A ! w w 2 !
Wumsnaaesmuaanaassszrassavvelateliuinvunedoenis 1y
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2.10.4 M3mImIgansenufifivanzan (Optimization) 1agl¥ Desirability function
¢d ¥ o . . . .
Desirability ﬂﬁﬂ‘]mﬁ’uﬂﬂiﬂﬂ Harrington (1965) @®W1 Derringer LL8% Suich (1980)
° P o 4 X . ' T T
laanhmswannms1Fauminiu (Lazic, 2004) 1auA Desirability Fuiluainnuianels
a w 7 = ' o o [ "
voawaaduai luliniae awsamuaunenifudiu 9 viefiazmneuduss (Response) Tao
1] ' 1 = Ll a 1

ansounulddan i Taoa1 Desirability voausiazmaouauezialanud 0 591 uas
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v o da

3190 22 WIATFIUYOIA Desirability  NeuiusAuszaunnuiane lauazqunnves

HARS I
Standard estimates Desires Quality of product
1.00 Excellent ~ The ultimate in satisfaction or quality and improvement

beyond this point have no appreciable value

1.00-0.80 Very good  Acceptable and excellent. Represent unusual quality, or
Performance, well beyond anything commercially available

0.80-0.63 Good Acceptable and good, represent an improvement over the
best commercially quality, the latter having the value of
0.63

0.63-0.37 Satisfactory ~ Acceptable but poor quality is acceptable to the
specification limits, but improvement is desired

0.37-0.20 Bad Unacceptable. Materials of this quality would lead of
failure of the project.

0.20-0.00 Verybad  Completely unacceptable

N30 : Lazic (2004)
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3.2.1 195099 UHULUUNIA (tray dryer) Progress e

3.2.2 1AS09UADINIT (blender) Shanliang BL-021 W

3.2.3 195049 Centrifuge Hettich Universal 16 1093371

3.2.4 195093AMT Minolta CR-400 w1y

3.2.5 Hot Plate Cimarec 2 ?I’“ri‘?ﬂ’e’)l,iﬁﬂ'l
3.2.6 1A309IAA1 A, AQUALAB seriesd TE @13 g013
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ALV Lazic (2004) tfludaiuie Taviimsnvadanldfe Tmdsaesidosiiqa (the

a‘ 1 a a1 7@ c_": FI= 1
least square method) INDUsz11UABIMITITINDIA1 ) TRoansui 150071 fitted response

function.

Y=B0+ BIX1+ B2X2+ Bllx21+ ﬁ22x22+ BIZXIXZ
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term. Design-Expert 7.0.0 (Stat-Ease, Inc., MN, 2005) 1%51H§1J fit the model, ﬁ%J'NﬂWW contour
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4 a 's = 1 1
M3 4.4 M3TATIEATIIN s Mgyl uaznalumsevudaniinadenanin

YOIRTHNN
F-value
Source
df a, Moisture  Solubility ~Absorption Rehydration Color (L*)  Yield
Model 5 49.17¥**  137.43%%* 13 37%x* 10.79** 40.20%** 6.70* Q. 32%*
A-temp T 193.71%%%  G11.11%*% g3 57%%% 53 D(*** 188.59*** 4.28 1.9 sxs
B-time 1 45.83** 61.10%** 177 0.21 11.00** 5.18 13.16%*
AB 1 527 6.02%* 0.44 0.17 0.19 8.84* 0.71
A’ 1 0.11 8.75%* 0.67 0.37 1.5 10.71* 0.72
B’ 1 0.58 2.18 0.081 0.056 0.005 0.5 0.0003
Lack of Fit 3 2.48 0.96 6.01 0.27 1.2 1.29 0.67
R’ - 097 0.99 0.91 0.89 0.97 0.83 0.87

* Significant at p<0.05. ** Significant at p<0.01. ***Significant at p=<0.001

a A o Yot & Ao
AN 4.5 ﬁ?an5“ﬂ1u18%1ﬂﬂ131"ﬁ?ﬁwuﬂﬂ']ﬂE]‘llﬂuf]ﬂ

Dependent Values Models

a, 1.81-0.02%X,-0.13* X,+0.001* X, * X,+0.00004* X, +0.002* X,’ (1)
Moisture 76.38-1.377* X -0.97* X,+0.02* X, * X,+0.006* X,-0.08* X’ )
Solubility 11.76-0.24* X -0.74* X,+0.008* X * X,+0.002* X,*+0.02* X.? 3)
Absorption 1.36-0.08* X, +0.03* X,-0.001* X, * X,-0.0003* X,*+0.003* X’ )
Rehydration 1.76-0.02* X,+0.09* X,-0.0006* X, * X,+0.004* X,*-0.0006* X’ ©)
Color (L*) 65.10-0.69% X,-1.35* X, +0.02* X, * X,+0.004* X,"+0.02* X} (6)
Yield 60.69-0.41* X -0.81* X, +0.008* X, * X,+0.002*X,’-0.001* X’ (7)

HUUIWE : X, = Temperature, X, = Time

4.2.1.3 MMIaza1e 1azNISYAFULI (Water Solubility Index and Water Absorption

v ' )
Index) Wi gun i lF lunsiuds uandeduinar ¥ nsazans UAZAISYAFUUN
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vosaniinuuanAaiued e ivediamedda (p<0.01) uaznaiildlunseniiareiuls
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TINARNADAINITAZ Y HAZAAY VDU NUUITIAYN NN AIN1519N 4.4 HazMNA 4.1 (c),

ad A a4 A A o q 91 o ¥ 2 4 = =
(d) .IﬂﬂQﬂl14.ﬂu1]WE‘TQ%HLWUQ@U131¢]HQMW§“11Hﬂ1ﬂ1iﬁ$a‘15 Llﬁ$ﬂ1'jﬂﬂgﬁuu1gqmu ANUNHIN

aufIsguUvYil 60 osrnisaFua nAYIaam Tim m3azaslugiedovas 5.38-5.80 HaENI9A

Y %" ] =1 V-1 = ::s: 9 = =
FU1TuY9 2.10-2.22 lemmﬂ?uumaunuﬂﬁunwwﬂnmaqmﬁgn 80 DIAUYAYT NN
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° ' ' Ao a dq v Y o A
MUUAYIIVOINABYAUDINUHANININGUNYHLazI M 1T lunIseuudsdniin auise

] P o Y = Y a a
Mueanznvnzanlumsiuieaninld aaaaslunisian 4.6

q' a = o Y a4 =
A131494N 4.6 ﬂ']i‘lﬂTLﬂUﬁﬂW’JS,’T’H‘HNWE'(MiuﬂﬁﬂWLL‘H\‘lﬂ‘HMﬂ

Optimization of drying condition

Response variable Predicted Actual
Goal Lower Upper Weight Desirability
Responses  Responses

a, In range 0.03 0.31 1 0.08 0.07 1
Moisture (%) In range 6.63 10 1 7.87 7.91 1
Solubility (%) Maximize 5.38 9.20 1 8.45 8.51 0.93
Absorption (g/g) Maximize 2.10 2,72 1 2.70 2.66 0.99
Rehydration Ratio Maximize 2.18 2.89 1 2.78 2.82 0.95
Color (L*) Minimize 36.85 38.33 1 37.30 37.18 0.84
Yield (%) In range 3850 4149 1 39.26 39.40 1

Solution: Temperature 80°C, Time 5 hrs.

Composite desirability = 0.86

M990 4.6 uaAINaMIMUIsan 1INz ay U dn e diefimua
' 4 anaqg Y ' o N Yo, 4 o YN ¥
AIBIND5LBANIA 11 0g luF 19N UATIZH 1A (in rage) NNAANIE 1HBdInnan1zyi 14 14
1 aad A ] '3 a ar a o 1 g
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Y o= R A . e o @ g s '
ANMEMIDUUNIANUNUNAT composite desirability 1N11U 0.86 ﬂmnﬂuﬂmuumqiuma
INUATNANIN AOTZNII9 1.00-0.80 (Lazic, 2004) Lazfif desirability V99 0MD5LOATIA
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' § = ' 1 = o a  w 2 e
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o aas 1w ' ¥ '
IomesuanIANIN 0.08 MANNTUTovaz 7.87 manummsalumsazadevas 8.4,
Anwese lumsgaguii 2.70 nfw/msy sasdaunsAuginidy 2.78 manuadig (L*)

1A 37.30 naz S uamandndesas 39.26
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3. ﬂ3mmm‘iﬁﬂumigﬂc?iuua:mmmmm (Water Absorption and Solubility Index)
(Anderson et al., 1969)
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4. 8@ uMsAUZY (Rehydration Ratio) (WA111/0991n73 Subadra er al,, 1997)
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MANYUIN A 2 (AD)

Your opinion about cooking with squid ink

DB 0358w enommesmenssomsnssse e RAG SRS OSSR TClccsiiiinimosisiionmsesmmvermenmmesnssssmmsussassssasssnsssias
1. Gender O Male O Female

2. Age O30 yrs. And under O 31- 40 yIS. 0O 41-50 yTS. 051 yrs. Up

3. Occupation / Position............................ Work Place (present)..................ooeoeiiniiiii)
4. Work experience in Food industry............................... Years

5. Education O phD. O Master degree O Bachelor Oothers......cooon..n....
6. Nationality / ReGIONal.............ovuvveveeeeeeeeeeeeeeoeoeeoeoeeeooooooooo

7. In your opinion what are the good characteristics of squid ink? (such as taste, color, texture,
convenient product and €1C.).............c..eeeiiiiiiiiiie e

8. Have you ever made any squid ink dish? (You can choose more than one)

O Yes. Pls. identify the menu / dish....................cccoreoo
ONO. WRY? ot

9. What kind of squid ink do you usually use?

O Fresh from e SOUTCC. et PIICE siiiiinrnnremsesesmossans

O Instant............veoverooeoeeooo SOUICE....eeeirreeceeee e PrICE: s einnenmnrnsnsssssssensons
O Frozen.......vooooooooeoeoooe SOUICE ... Price.....cccovnniirinnnn,
OIS cvcsesemsinsosssssiscsinmmmsmsmssessmes oo s A

10. What do you think about prepare your own squid ink? (You can choose more than one)

O 1 have no problem with that.

O Not easy to get the ink, squid using in food service been processed and delivered without ink sack.
(0] Dirty, messy and use lot of time to prepare and clean the place.

O Amount of ink from each squid is inconstancy and it is difficult to prepare the daily raw material.

O Fresh squid ink needs to be stored in freezer and thawed before use.

11. Does black stain affect your customer decision in having squid ink dish?
O Yes O No

12. Do you agree that food powder give the convenient for your cooking?
O Yes ONo

13. Are you interested in testing squid ink powder for cooking?

0] Yes O No
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MANYIN A 3 (AD)
Consumer Acceptance Testing of Squid Ink Powder

How much do you like or dislike this squid ink powder (score from 9 > 1)

9 = like extremely 6 = like slightly 3 = dislike moder
8 = like very much 5 = neither like nor dislike 2 = dislike very
7 = like moderately 4 = dislike slightly I = dislike extremely
Attribute How would you rate this product?
9 8 7 6 5 4 3 2 1
Convenience
Color
Sense
Taste
Texture
Overall liking/Acceptance

Opinions after testing and opinions about ideas of product

1. What menu did you test squid ink With? ...............evuuroeoeeoveeeomeeseeeeeeooeoeooooooooo
2. After testing, how would you accept the squid ink powder product? O acceptedO not accepted
3. What packaging do you want to buy? (for food service)

O aluminum tin O aluminum foil bag O plastic box (@) glass jar
O individual aluminum foil sachet for 1 portion (same as instant coffee)

O OMhers. ...
4. How many amount of squid ink powder per unit you want to buy? ( for food service )

O3ke O2kg. O1ke O s00g. 0200¢. O100g

5. The reasonable price you wish to buy for squid ink powder 200g. (as sample)

O under 50 B. O 50-99 B. O 100-199 B. O more than 200
B.6. If there is the squid ink powder in the market, will you buy?

O No. s
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MARUIN g

01U Home Use Test

= o Yy =
nmmsnaaeumslianinKg

¥ AN AN
L Anviang 5z 19ANTeR IR Sous Chef Shangri-la Hotel Bangkok
A% Fywa BUUAYA Executive Chef Sivatel Bangkok Hotel
Y WA FITIUNTR Chef de Partie Arnoma Hotel Bangkok
A aigmend  thogdiwed  assumsdSams vIn.anenHTud
4
Al NIy A356 1D Bakery Chef Shangri-la Hotel Bangkok
AN BUNI gniiloy Chef Free lance
Al BINING UHUIAGAY  Food Stylist U.BaAWN 1889 $1rA
i Triplets Brasserie, JFK Restaurant
A wAseuln  asylaee Executive Chef
(Langsuan)
AN UITWY ‘lﬁ‘iﬁliiﬂ‘ Restaurant Consultant Free lance
@ oa w w
M U ‘Hf WUGIAU Chef Talent Health & Cuisine Magazine
7ol Uszau ﬂdﬁqﬁﬂﬁuf Executive Chef Arnoma Hotel Bangkok
au 1fhuen nswdau nosun.feemis Health & Cuisine Magazine
Al WU NBINM AuIdeu 33.m350U UM IININATIBIAIUgdn
Aa Sewnsal  Sunily ([91v99nINS Petite Pantry (Sukhumvit 49)
LY = ¥
P " anfuma TuTagwszreund
I @NUNT YIUEWIANUT 9191787919141 o
EIHEEATR
an gywey WABTIITHYS  Chef Talent Health & Cuisine Magazine
Amalfi Bistro Italian Restaurant
Mr. Calderazzo  Marco Executive Chef
(Thonglor)
Mr.  Gaggan Anand Chef Gaggan Restaurant (Langsuan)
Mr. Haranza Venleslad Marco Chef Basilico Italian Restaurant (Bangkok)
Mr.  Sergi Palacin Chef Gaggan Restaurant (Langsuan)

MIEIHE : 10305 8IRUMAUAIEYS



66

MANUIN D

a a =
MUNTIANAAATIHNNN

=1 =5 d’ ] YV o 3/ &
anyazakuinnilmunIaensouaNa N 1115



67

MANUIN A

MARHIN A 1

Y ' Py aﬂ' b
ﬂ1Wﬂ’J@]ﬂ1Qﬂ]§1‘ﬂﬂﬂMﬂlWﬂﬂﬁ!!ﬂ\‘l‘i]"mﬂ"l‘l"i'lﬁ




68

MANUIN N 2
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Black Ravioli Pasta black ink sauce

Risotto

Risotto
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Fresh Black Pasta

Black Baguettes



70

NMAWUIN ¥

apdml¥nemsauiuaulasemsise

= =
1. 513?]3!?]5]6]@1]1]‘531113&71!&1’1«!8‘“9

1. ml¥aes duduma

5,000 U
" Qs ] =} =2 = cf g
2. ANIAR IFU ANUD TITAN CRURFIBINE ) 33,000 UMM
5 40,000 11N
b2l =
2. UAUMT TGy
A Sy v -
18Ul FuRazidon -,
38N3
a.n. | e B i i e
Fl. 8. fl. u.9. LA, u.a, 1.8, | W.a. 1.8 f.fA .. ..
1. Ml¥aos 1,000 1,000 1,000 1,000 1,000
2. mdag 20,000 10,000 5,000




71

MANUIN U
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Title  Optimization of tray drying condition in squid ink powder production

Author:  Arunotai Ovadhana, Tongchai Puttongsiri

Food Service and Catering Technology, King Mongkut’s Institute of
Techunology Ladkrabang

Abstract

The aim of the present study was to determine the optimum condition of
temperature and time in producing squid ink powder. Squid ink of cuttlefish (Sepia
pharaonis) was dried using a tray dryer at different conditions ranged from
temperature at 60, 70, 80°C and time for 5, 7 and 9 hours. The Response Surface
Methodology with Central Composite Design was applied to determine the
experiment while investigated responses were water activity (ay). moisture content
(MC), water absorption index (WAI), water solubility index (WSI), rehydration ratio
(RR), color (L*) and percent yield. Drying temperature appeared to have a greater
effect on quality of squid ink powder than the drying time. The optimum condition of
tray drying condition in squid ink powder production was found to be temperature of
80°C with drying time of 5 howrs. At this optimum point gave the predicted values of
water activity (a,)0.08, moisture content (MC)7.87%, water solubility index (WSI)
§8.45%, water absorption index (WAI) 2.7 g/g, rehydration ratio (RR) 2.78, lightness
(L*) 37.3 and percent yield 39.26. Therefore, base on the moisture content and water
activity which were considered to be the important criteria for qualities of food
powder product the results showed that the optimizing solution of diying temperature
and time had good quality products when compared with standard qualities of
seasoning powder (Thai community product standard NO 494 /2547).

Keywords: Squid ink, powder, tray drying, Response Surface Methodolo 2y

Introeduction

Squid ink is one of the traditional ingredients for Italian and Spanish
cuisines. Fresh squid ink are however difficult to find and prepare due to most squids
in market were pre-cleaned with any of ink sack remain. The black stain and highly
perishable are also the inconveniences in preparing the squid ink. Squid ink in powder
form provides a near complete solution to these problems. Development of instant
squid ink as powder was benefit not only to increase the convenient of preparation in
food service industry, increase shelf life storage which will give advantages for
packing and transportation in the long distances but also may lead to its reuse and
reduce the waste of a marine resource.

In Thailand, squids are one of the most significant fishery products of this
industry second only to the prawns. Thailand is one of the largest squid producers and

»
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exporters i the world. In 2011, Frozen squids and processed had been exported at the
amount of 67,000 tones which generated revenue more than 10 billion baht (TFFA,
2013). Processing of fresh squids requires cleaning by eradication of entrails and ink
sack. These by products are generated in great amount and thrown away as waste
which create pollution into the environment if not managed well enough. Costs may
be occurred in treatinent of these wastes.

Squid ink has been a subject of study for a variety of reasons. This
research is much different from what were studied by many researchers around the
world. Most are related to functional properties such as anti tumors activity (Takaya et
al., 1994; Sasaki er al., 1997, Naraoka ef al.. 2000) and antimicrobial activity ( Peruru
et al., 2012). To the present, although pharmacological roles of squid ink have been
studied by researchers for many vyears, this marine material is still discarded.
Nowadays, squid ink is not in general used in industrial applications. To raise the
economic value of squid ink, the production of high value product from squid ink
needs to be studied. Squid ink powder is one of those products because it can be used
as a main ingredient, partially or component in many food service and food industries.
However no literature mentions the squid ink is taken into account for food industry.

Drying is one of the oldest methods of food preservation. It provides a
high degree of microbiological and chemical stability due to the removal of water
present in foodstuffs (Bonaui e al.. 1996). Heated air drying is the most conunonly
employed commercial technique for drying biological products. At the same time, it
causes a series of changes in the material. The effects of drying conditions on product
qualities need to be investigated for the desired quality products. Large quantities of
different materials using tray drying information are available by many authors such
as onion (Mazza & Le Maguer, 1980), water chestuut (Singh er al., 2008), beriberi
fruit (Berberidaceae) (Aghbashlo er al, 2008), egg powder (Kumaravel ef af, 2012),
Nam-prik-ong (Northemn Thai Style Tomato Spicy) (Deesanam, N. et al., 2555), Ma-
kok (Spondias pinnata (L. f) Kurz.) powder (Uttarachon, K. er al., 2535), fiber
powder from tomato (Suklampoo, L. e al., 2550).

Optimizing the processing operations should be performed i order to
recommend best conditions for drying resulting in a superior quality product as well
as maximizing through put capacity and reducing processing costs. RSM was found to
be a useful approach and it should be recommended that this methodology be adapted
to all optimization studies (Madamba, 2002). The effectiveness of RSM in
optimization of processing conditions in food technology from raw to final products
has been documented in the literatures (Gan er al., 2007; Madamba, 2002) and it has
been successfully applied to many food process modeling and optimization problems.
Kahyaoglu (2002) used RSM for optimization of the pistachio nut roasting process,
Pua er al. (2005) also obtained predictive models for production of drum-dried
jackfiuit (drtocarpus heterophylius) powder with different concentration of soy
lecithin and gum arabic. Eren and Kaymak-Ertekin (2007) used RSM for optimization
of osmetic dehydration of potato. Similarly, Corzo ez al. (2008) reported the optimum
of a thin layer drying process for coroba slices could be found using RSM. Erbay et
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al. (2014) also used the RSM for the optimization of spray drying process in cheese
powder production.

Objectives

1) To investigate effects of drying conditions in a tray dryer on quality of
squid ink powder.

2) To determine optimum the tray drying condition in squid ink powder
production.

Research Methodology
1. Raw material

Ink sacs of cuttlefish (Sepia pharaonis) were obtained from local marine
processing wholesaler in Mahachai, Samutsakhon, Thailand and transported to
Bangkok by refrigerated truck under 4 °C and stored under -20°C. Frozen material
was thawed by placing in a refrigerator under 4 °C for 24 hours before use.

2. Tray drying operation

Squid ink was carefully squeezed from the ink sacks. Ink sac and other
enfrails were not used. An amount of 600 grams of squid ink was spread in a thin
layer (0.5 cm.) onto the aluminum tray (37x50x1.5in) which covered with
polypropylene (PP) sheet. The squid ink was dried in a laboratory-type tray drier
(Progress Electronic, Thailand). The drying air velocity was regulated by an axial
flow fan and fan speed control unit. The air was heated with an electric 10KW heater
placed inside the duck, and air temperature was controlled by a heater power control
unit. After drying the ink flakes were allowed to cool and weighed for percent yield
then ground into powder to a fine powder using a heavy-duty analytical mill (IKA
M20, Germany) and packed into a sealed aluminum foil bag for further investigation
and analyses. From results of preliminary experiments have allowed choose of factors
affecting response variables and determination of their ranges. Drying experiments
were cairied out at a drying air temperature range of 60-80 °C for a process time

range of 5-9 hours. Three replications of each experiment were performed.
3. Physical and instrumental analyses

3.1 Water activity Aw of the samples was determined in 5 g powder
samples, tempered at 25°C, using a water activity meter (AquaLab Model Series 4TE,
USA). Three measurements for each sample were performed and average value is
reported.

3.2 Moisture content To determine the moisture content, powder
samples of 3 g were placed in pre-dried aluminum cans and weighed according to
AOAC Official Methods of Analysis (2000). Moisture was calculated as the amoumnt
of water removed after drying at 105 °C until the final mass was reached. Three
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samples fron each trial were used for the moisture determination and the average
moisture content is reported.

3.3 Water absorption (WAI) and water solubility (WSI) WAI &
WSI were assessed as described by Anderson e al. (1969).Each powder sample of 2.5
g was suspended in 30 ml of distilled water in a pre-weighed 50 ml centrifuge tube.
The suspension was shaken with a shaker machine at 200 tpm for 30 min at room
temperature and centrifuged at 3000 rpm for 10 min. The supernatant was poured
carefully into a pre-dried and pre-weighed evaporating beaker. The WAI was
calculated from the weight of the remaining solid and expressed as gram per gram of
original (2.5 g) solid. The WSI was calculated from the weight of dry solids recovered
by evaporating the supernatant for 15 hours at 110°C and expressed as %. All samples
were analyzed in three replications.

3.4 Rehydration ratio (RR) RR was assessed as described by Subadra
et al. (1997). Each powder sample of 2.5 g was suspended i 100mL of distilled water
in a 250 ml beaker covered with watch glass. Then were heated by hotplate to boil
and continued boiling for 5 minutes after that centrifuged at 3000 rpm for 10 min. The
supernatant was poured away and the remaining solid was weighed for rehydration
ratio.

3.5 Color measurement (L*) L* color measurements of squid ink
powder were performed using a Minolta CR-400 reflectance colorimeter {Minolta,
Japan). To obtain representative color of the samples, a sample of 15 g of squid ink
powder was put in a 3 x 5 inch diameter clear polypropylene (PP) bag. The lens of the
colorimeter was directly placed on PP bag contained squid powder to measure the
color values. The L* values were measured at ten equidistant points and the average
values are reported.

4. Experimental design, statistical analysis and optimization

The response swrface methodology (RSM) with central composite design
(CCD) was applied to determine the experimental design and to optimize the
condition of time and temperature using in the drying process. The central point of
design (0, 0) was repeated five times to calculate the reproducibility of the method.
The effect of two independent variables on the squid ink powder properties was
modeled using the second-order to fit the response. The second-order model equation
used to fit responses follows Lazic (2004).

Y= Bot BiXa+ BaXo+BriXt+ ﬁsz22+£312X:X2

Where Y is the predicted response value (water activity (ayw), moisture
content (MC), water absorption index (WAI), water solubility index (WSI),
rehydration ratio (RR), color (L*) and percent vield.), X1 is temperature level and X2
1s time level, B0 is a constant value, B1 and B, are linear terms, Bi1. P22 are quadratic
terms, and By, is an interaction term. Design-Expert 7.0.0 trial version (Stat-Ease, Inc.,
MN, 2005) was used to fit the model, draw contour plots and determine desirability.

During optimization of industrial processes, several response variables
describing the quality characteristics and performs measures of the systems are
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usually to be optimized. Some of these variables are to be maximized while some are
to be minimized. In many cases, these responses are competing, i.e., improving one
response may have an opposite effect on another one, which further complicates the
situation. Several approaches have been used to handle this problem. One approach
uses a constrained optimization procedure, the second is to superimpose the contour
diagrams of the different response variables, and the third approach is to solve the
problem of multiple responses through the use of a desirability function combining all
responses into one measurement (Eren and Kaymak-Ertekin, 2007).

To predict the optimum of condition in drying process, the Design-Expert
7.0.0 software was applied and the results are shown in Table 4. The optimal level of
response variables was determined by the desirability with the scale from 0-1.0. The
desirability function was based on the transforming of the measured property of each
response to a dimensionless desirability scale. The overall desirability is calculated as
a geometrical average of partial desirability functions. The partial response is to be
maximized, minimized, or assigned a target value (Derringer and Suich, 1980).

Results/ Conclusion
1. Model fitting

The RSM with a central composite design was used to generate the
combinations of time and temperature. It was found a total of 13 experiments were
needed for these two factors (Table 1). The response values on water activity (ay),
moisture content (MC), water absorption index (WAI), water solubility index (WSI),
rehydiation ratio (RR), color (L*) and percent yield are presented in Table 2.
ANOVA was conducted to determine significant effects of process variables on each
response and to fit second order polynomial models. The linear, quadratic and
mteraction terms on the response variables are shown in Table 3. Table 4 shows the
quadratic models of water activity (ay), moisture content (MC), water absorption
index (WAI). water solubility index (WSI), rehydration ratio (RR), color (L*). The
models were found to be adequate, as there was no significant lack of fit (p > 0.05) in
any of the response variables (Table 3). The coefficient values (R?) of all models
ranged between 83 and 99% indicating that the models could be used to predict the
effect of temperature and time in the condition of the parameters associated with the
quality of squid ink powder.

2. Effect of temperature and drying time on water activity

Temperature and time had significant linear effects on aw (p < 0.001 and p
< 0.01) (Table 3, Figs.la). The increase in temperature and time significantly
decreased ay, (Table 4, Eq.1 and Figs.1a).
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Table 1 Central composite experimental design for the independent variables

Rum Temp (°C) Time (hrs.}
1 60 5
2 60 7
3 60 g
4 70 5
5 70 7
6 70 7
7 70 7
8 76 7
9 70 7
10 70 9
11 80 5
12 80 7
13 80 9

3. Effect of temperature and drying time on moisture contain

Temperature and time had both significant linear effects (p < 0.001) and
interaction effects on MC (p < 0.01). Furthermore. only temperature showed a
quadratic effect on MC (p < 0.01) (Table 3, Figs.1b). Only temperature appeared to
have a greater effect on MC than drying time. The increase in temperature and time
significantly decreased MC (Table 4. Eq.2 and Figs.1b).

4. Effect of temperature and drying time on solubility and absorption

Only temperature had significant linear effects on WSI and WAI {(p <
0.001) (Table 3 and Figs.lc, d). The increase in temperature significantly increased
WSIand WAT (Tabled, Eq.3, 4 and Figs.lc, d).

5. Effect of temperature and drying time on rehydration ratio

Temperature and time had significant linear effects on RR (p < 0.001 and
p < 0.01). The increase in temperature and time increased RR (Table3, Figs.le). The
mcrease in temperature and time significantly increased RR (Table 4. Eq.5 and
Figs.le).
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6. Effect of temperature and drying time on color @L*

Temperature and time had significant interaction effects on L* (p < 0.0
and only temperature showed a quadratic effect on L* (p < 0.01) (Table 3, Figs.1f).
The increase in temperature have a greater effect on L* than drying time. The
mcrease in temperature and time significantly increased L* (Table 4, Eq.6 and

Figs.1).

7. Effect of temperature and drying time on percent yield

Temperature and time had significant linear effects on yield (p < 0.001 and
p < 0.01) (Table 3. Figs.lg). The increase in temperature and time significantly

decreased yield (Table 4, Eq.7 and Figs.1g).

Table 2 Central composite design and response values

‘ MC WSI WAI Color Yield
Run  Temp  Time Ay ) ) RR @ )
(%) (%) = (%0

1 60 5 0.31 1591 5.69 2.10 218 37.44 41.49
2 60 7 0.25 14.27 5.80 217 2.23 31.53 40.32
3 60 9 0.19 12.91 5.38 222 2.30 37.30 3996
4 70 5 0.22 11.08 6.55 2.52 2.36 37.26 39.76
5 70 7 0.13 991 6.66 2.57 2.58 37.36 39.35
6 70 7 0.16 10.53 6.59 2.54 2.54 36.85 39.82
7 70 7 0.14 10.65 6.82 2.36 246 37.00 39.06
8 70 7 0.13 10.58 6.70 2.33 2.46 37.16 3997
9 70 7 0.15 10.85 7.29 2.41 2.50 36.92 39.94
10 70 9 0.08 8.65 8.13 247 2.60 37.46 3887
11 80 5 0.07 7.91 8.51 2.66 2.82 37.18 3940
12 80 7 0.04 7.33 9.20 2.72 2.82 37.86 3870
13 80 9 0.03 6.63 8.86 2.70 2.89 38.33 38.50
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Table 3 Analysis of variance of independent variables on the response variables in
squid ink powder production

F VALUE

Source
ar a, MC WSI WAI RR L* Yield

Model 3 49.17%*%  13743%3%  1335%% |0 7o+ 40.20%#* 6.70% 9.32%%
A-tenp 1 193.71%%% g1 11%%%  £3 5T#%% 53 ophex 188.59#+* 428 310} %%
B-time 1 45.83%% GLID*** 177 0.21 11.00%* 5.18 13.16%*
AB 1 5.27 6.02% 0.44 0.17 0.19 8.84% 0.71
Al 1 0.11 8.75%% 0.67 0.37 1.5 10.71* 0.72
B? 1 0.58 2.18 0.081 0.056 0.005 0.5 0.0003
Lack of
Fit 3 2.48 0.96 6.01 0.27 1.2 1.29 0.67
R? - 0.97 0.99 0.91 0.89 0.97 0.83 0.87

* Significant at p<0.05. ** Significant at p=0.01. ***Significant at p<0.001

Table 4 Predictive models from the response surface methodology

Dependent Values Models

Water activity 1.81-0.02%emp-0.13*time+0.001 *temp *ime+0.00004 *temp™+0.002*time? (1)
Moisture 76.38-1.377*temp-0.97 *ine+0.02 *temp *time+0.006*temp™-0.08 *ine’ el
Solubility 11.76-0.24%*emp-0.74 *ime+0.008 *temp*time+0.002 *temp™+0.02*time? (3)
Absarption 1.36-0.08 *temp+0.03*ime-0.001 *temp *time-0.0003 *temp+0.003 #time 4)
Rehydration 1.76-0.02*temp+0.09*time-0.0006 *temp *time+0.004* temp-0.0006 *time? *
Color (L*) 65.10-0.69*temp-1.35*time-+0.02*temp *tine+0.004 *temp®+0,02 *ime? (6)
Yield 60.69-0.41 *temp-0.81*time+0.008 *emp*tinie+0.002 *tenp®-0.001 *time’ (7N

8. Optimization of drying condition to produce squid ink powder

From Table$5, optimization was based on the generation of results that set
m range for a, and vield, in range with upper limitation at 10% for MC, maximized
the response for WSI, WAT and RR, and minimized the response for L*. The goal for
aw and MC were set according to the stand of seasoning powder (Thai community
product standard NO 494 /2547). The desirability function value varied from 0
(undesirable response), to 1(desirable response). The optimun desirability range
proposed by Lazic (2004) was in 1.00-0.80. The desirability values for water activity
(aw), moisture content (MC), water absorption index (WAT), water solubility index
(WSI), rehydration ratio (RR), color (L*) were ranged from 0.84 to 1, while the
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composite desirability was 0.86. The optimum condition of tray drying condition in
squid ink powder production was found to be temperature of 80°C with drying time of
5 hours. At this optimum point gave the predicted values of water activity (a,,)0.08,
moisture content (MC)7.87%, water solubility index (WSI) 8.45%, water absorption
index (WAI) 2.7 g/g., rehydration ratio (RR) 2.78. lightness (L*) 37.3 and percent
yield 39.26.

moisture
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-
Az temp
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sojubility
i
o
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©
rehydration
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&

A temp

FoYield

A temp

64
Figure 1 Contour plots for the effect of temperature (A} and e (B) on : (a)water
activity; (b)moisture content; (c) solubility; (d) absorption; (e) rehydration;
() color (L*) and (g) vield of squid ink powder.
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Table 5 Optimization of drying condition in terms of composite properties.

Optimization of drying condition

Response

varible Goal Lower Upper Weight g:s;gt;i gec;:iiascs Desirability
A, In range 0.03 031 1 0.08 0.07 1
Moisture (%)  Inrange 6.63 10 1 7.87 7.91 1
Solubility (%)  Maximize 5.38 9.20 1 8.45 8.51 0.93
o Maximize 210 272 1 27 2.66 0.99
Rehydration Maximize 2.18 2.89 1 2,78 2.82 0.95
Color (L#) Minimize 3685 38.33 1 37.30 37.18 0.84
Yield (%) In range 3850  41.49 1 39.26 39.40 1

Solution: Temperature 80°C, Titme 5 hrs.

Composite desirability = 0.86

In conelusion, the response surface methodology was a useful tool to
investigate the optimum tray drying condition for the production of squid ink powder.
Temperature and time significantly affected the quality of squid ink powder. Both
Temperature and time had linear effects on water activity, moisture content,
rehydration ratio and yield. Only temperature had linear effects on water solubility
and water absorption and showed quadiatic effects on moisture content and color
lightness (L*). Interaction of temperature and time significantly affected the moisture
content and color lightuess (L*). Drying temperature appeared to have a greater effect
on quality of squid ink powder than the drying time. The model equation developed
can be used for predicting the quality of tray dried squid ink powder. Based on the
constraints set, to produce a good quality squid ink powder could use temperature at
80°C with drying time for 5 hours.

Discussion
Water activity, Moisture content and Percent yield

A shelf stable product can be produced if moisture content and water
activity can be minimized during processing. The water activity values from all
drying condition were low and in rage of 0.03-0.31. The moisture content in the
optimization varied from 6.63 to 10 % by set the constraint of a,, at under 10% due to
moisture can generally increase during storage and this variation was in the desired
range of the quality parameters for a standard of food powder to be considered a good
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quality of seasoning powder (Thai community product standard NO 494 /254 7) which
ayw must under 0.65 and moisture content under 13%.

Higher temperature decreased a, and moisture of squid ink powder
correspond to several investigators considerable report increases in drying rates
when higher temperatures were used for drying various food and agricultural crops.
These included Mazza & Le Maguer (1980) for onions. Bala & Woods (1992) for
malt, Palipane & Driscoll (1994) for macadamia nuts. Recent studies such as those of
fiber powder from tomato (Suklampoo, L.et al., 2550), Nam-prik-ong (Northern Thai
Style Tomato Spicy) (Deesanam, N. e al., 2555) and Ma-kok (Spondias pinnata (L.
£) Kurz.) powder (Uttarachon, K. er al., 2555) also reported increased drying rates
when increased drying condition.

The dehydration reaction is usually defined as a chemical reaction that
nvolves the loss of a water molecule from the reacting molecule water from food
(Bonaui er al.. 1996) which affects the weight of food can explain the different of
percent yield in this study. This is due to the fact that more moisture was removed
from the sample during the drying process.

Water solubility, Water absorption and Rehydration

The water solubility indexes in all drving condition were low and ranged
from 5.69% to 9.20% might explain by the insoluble components of squid ink which
consists of mineral elements, calcium (Takaya et al., 1994; Zhen et al., 2002) and
melanin pigments which are insoluble in both water and organic solvents. (Harki er
al., 1997: Linh Tran er al., 2006; Magarelli et al., 2010). However grainy
characteristic in fresh squid ink is normal.

Increases of WAI WSI and RR in mcreasing drying temperature might be
related to ink structure damage. Anderson (1982) reported that cooking temperature
increased WAL for several grains. Results of this study agree with those findings. Tt
may be suggested that WAI is mainly influenced by the affinity of the food particles
for water because finer particles form a greater matrix with water trapped into it
(Anderson er al,, 1969).

Color lightness (L*)

Color lightness of squid ink powder became shightly fade when drying at
high temperature. This effect could be due to the reaction of the melanin pigment,
which is present in ink of cephalopods. However, all samples appeared to have a
pleasant color at tested conditions. Not only browning reaction but fading of color in
dehydration product due to changing of their chemical structure also were normally
found. Pigment retention in dried foods decreased as temperature and moisture increased
(Krokida et al., 2010). Masuda ef al. (1996) reported fading of muscle color by heat
processing of Fall Chum Salmon, Jayaraman and Das Gupta (1995) reported fading
of carotenoids are susceptible to oxidative changes during dehydration due to the high
degree of instauration in their chemical structure.

¥ .
mnlrzpannsduiadnni:Aunate: u i asme 3219 Tusaimmde unyimnderatng



82

12

Optimization

From standard estimates on desirability scale by Lazic (2004), the
composite desirability of optimized drying condition in squid ink powder production
at 0.86 is m the 0.8-1 (very good, acceptable and excellent, represent unusual quality,
or performance, well beyond anything cominercially available).

Economical Processing

The eventual consumption of a finished product was tested by Italian chefs
and received excellent feedbacks. Oven drying or tray drying is recommended for
production of squid ink powder as an ingredient for food service. Oven drying has
been commonly used in small and medium industry with atfordable price and
mstrument. The drying process in this study has been aimed to produce the squid ink
powder without any complications in production , neither food additive nor drying
aids are needed and it challenges low cost apply with the available instrument. These
small and medium industries especially in rural area will then be able to manufacture
this squid ink powder with affordable investment.

Recommendations

1. The squeezing process needs to be carefil not mixed up the ink liquid
with the entrails. Only ink liquid is used for the pleasant sense of product.

2. Consumers are becoming more educated about the nutritional value of
foods and have start changing their food consumption life style. They are now
choosing foods rich in nutraceuticals, dietary fibers, natural colorants, minerals and
vitamins, low in fat, and free of synthetic food additives. The further study of
functional property of squid ink powder produced from different processes and
different kinds of cephalopod could create the new functional food ingredient in
various food systems.
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