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BiRSBXELBAEY ACE #) H7E H 8%

KEWR, FAAET, gFxa, FERY
(L PARAEHASE STRBAHL, 7R ML S24088; 2. J/RIBHASE AORRHESEE, 7R ML 524088, 3. /%

BN TS ZEERALRE, AR BT 524088)

& E: RA 3000 u.5000 u.8 000 u fHB I BT FLAYE XS HF
HR3k BYE P Y) AT IR 0 R A S BT A LB IR AH 3 O AR N 43
TR A AR ER A LR AL, I HU A 2 R UR 4 43 I
5k & # # B ( angiotensin-I-converting enzyme, ACE) 1l il 1%
Mo GERFKH P AR BAR L B BT IR E ARk B
Yy ¥y ACE HIT% 14,3 000 u B UB4H 73 #9 ACE M54 0. 61
mg/mL, & P& & B IR /32 ;8 000 u B IR IRAREE T K
oy RaFY 5, A8 43 F B /DT 3 000 u 2 RRREB IR L
RHIB/NTTHEZ ;3 000 u BIRH 53 75 B R B AR A SCHER

R THRSBIRE

IR ES&MERNG, HPEB RS U
TR 60% |, UF 3k i id B & & Fh N IR B,
FEERM T UL R4 B B/EH, BB Bk
fiff, LART VS P 2R R BR A B R S5 00 SRR i
k. RUIRTIE R ARk B 5 000 u
UMM TS & G B RE o, R &R
B W R & 3 B2 (aromatic amino acid, AAA)
% 4% & & B2 ( branched chain amino acid,
BCAA), H EHHE M L& R KR %5
(angiotensin-I-converting enzyme , ACE ) 31J1 i yi& 4 ,
Sl £ ACE il Bk AR EORE . SR, B TRk
WM R — MR GBS, B B &F N SR
Al [R] 1 FH A 85 SR K S T e 7= ) L 1 R
ZE, NITE K /N FHIR R IR & AR, T
ACE ] i@ # AR T 1 500 u M/~ Ak, B
I, BAR AR Al ACE MG IR, & A
YR ACE R TE M, AT = B9
N F0 e 7N = O 27159 S N OB g TR 7
oA R F = R, AT —E T &

RS HES: 2012-11-16 {&E HH3: 2013-03-15

WR=SR: AEAHE3 BARILE
KB B8 XA Sk B V8 P kAT
FAr s HHI AR R X HE RS 4 TR S A
BERH R e ACE Mkl WE A2,
HARSk BT — 4 W B i
il 4 ACE 1l il Pk 24 2 L7k

KB I BETY; IR TR
G s AR ; ACE 40 il 75
RESEES: S998

NEAREMN: A

LA LB S, BRE R T YR, K157 TR/
SRR o

AWFFEHERE 3 000 u,5 000 u.,8 000 u A fE
XHAF Sk B I ROEAT 0 o3 85, o H A R
Hor W ¥ B A AAA F1 BCAA 158 DI LH
ACE il 1% 1 , SR i U > B X UF Sk B 1
ACE W HiFE PRI N, o iRk B ¥ 7=t — 2 1
Sr B AL B AL,

1 WRSIE
1.1 B

B PLAATE XS AT, p VL BROK A R T 8
33 WSO 2 5 A BT 8 % M, %o R R 24 20 g,
FEINL) W MR K BUT JG SE 2000 T4 B RR UK 9 1
RAEH Iz L8 %, /INMRIMRIGTT - 80 Tk
IR VKFE P IRAF
1.2 Y&H/E&

Mini pellicon &40 (% & 7> 7 R & 70 5 A
3 000 u.5 000 u #1 8 000 u) ,3[E Minipore,

EEWHE : ERPHHSH#IHRITUE (2007BAD29B09) s HFE #B BN K0T H (210155)
EER I REM(1977—) , 2%, KRIW, HEFEI7 1 A K ST Lo E-mail: zjougp@ 163. com
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1.3 SBFAE
1L.3.1  JFLANEXTERERL B B 5

FEHT LEMFE .

1.3.2  JLANEEXSERERK B 7 Is At 3

F10.45 wm RUE RIS B W IEHRE T
BHE T8y 8 000 u BB IR b AL HE, W AR
BB, ARSI RETEE T TRERN
5000 u F i U8 A5 o AR U8, WOAE A BE VR S T W
PR 7 O THE 7 E N 3 000 u TR
R EUE . ABUE TAEE 1 0.1 MPa, TAEIREE
325 C, 4y B4 8 000 u i JEZH 43 .5 000 ~
8 000 i I 41 43,3 000 ~5 000 u 8 uE 4 4 &
3 000 uiBURZH 53, M€ H: ACE &, 7347 3
TR KA FERRE Mo
1.4 ACE &R E

IR WU 2 o Gk mE s sk %
ARV EE 43 I 1 3 o VR A B VR ) T B
EEWEEHN 2.0 mg/mL.1.0 mg/mL.0.5 mg/mL
HIYE W, g W E . ACE 40 i 35 (40
F,% ) ,FIH 1Cs & A E A7 H 1Cs,
(REVEEE , mg/mL) ,

ACE 00 35 P B 00 1€ - S o3 — 4, — K
FEIM I, B Eppendorf & HAIA 50 wL )%
BFK,HIA 50 wL )5 FRER (hippuryl-histidyl-
leucine , HHL) ¥ ¥ (5 mmol/L) , 7ZEie iR IE & %5 I
R 20 5,37 COAKHEHPRIR 6 min, I A 50 pL
ACE(5 mU) 7EfieiwiR & LIRE 20 s JA 3R NE,
37 CLZAF T M 30 min J5IIA 150 pL 1 mol/L
HCl 8 \F 6, TR iR 1R & 28 LIRA 20 s, #E
10 min f5 ALK 1 mL, 7FEIEIRIE & & LIRS
20 s; AR, BPBR T 50 wL 30
BHEE TKIIERBERSE —H, BRI
BOAETad 38 % (0.45 wm) 13385 AR BB G
i (Waters 600 E) 7F 228 nm I < A0 5B iZ B
) S PR ERUEE THI

MR EARINT

A-B
A
.Y Sy ACE HHIZE (% ) 4 7 50 L. HHL
W50 wL ACE 150 L %8 F/k o WAR A
9 TH FRFRUSTETRY B 1 50 L. HHL % .50 L.
ACE 150 pL 390 5 57) 4 YBOHE G 0 £y 5 bR PR e T
Ho

Y=

x 100% (1)

X} ACE i %y 50% B ACEI fy ¥k B By
FHEM RIS, 7T [Cs 0

Ih PRERARE 00 5E - FREX 50 mg T FRER (T
BPR) ET 35 mL 4K, T 45 CKIE, FFEL
BRREERNEER, BB 2 50 mL A&, AE
HKER R S0 mL, WA 1 mg/mL )5 JRIR
FrifEdh, 4 CORAE, BIRE 1 mL B 0. 25 mg/
mL, B3 AR 3% (Waters 600 E) 7 228 nm i
T R HE U o T
1.5 SFESFHTHUE

K FH i R0 4 AR HE BEL 66,385 12 (high performance
size exclusion chromatography , HPSEC) il %€ 43T &
434, T shAH R 50 mmol/L Tris-HCI 2% i ik ( pH
8.3), ¥ 6 F4rT EArUEZL K (triose-phosphate-
isomerase ,myoglobin . aprotinin . insulin-B | bacitracin
A HHL) B il % % W, B 10 uL = Waters-
PROTEIN-PAK 60 # 3 17 5 2% ¥ #H € 3% Ut 1Bt
(Waters 600 E) , Jish#E 53~ 0. 7 mL/min, Wil
214 nm Lb W ROGAE, BESL A0 TR M BIXS B0 R
Jit OR B8 If 18] ¢ 2Z (6] i 19 05 A2 g 40 o W T
PECHI P EEER SR S mg/mL MIEWR, &1
BHaid 8k (0.45 wm) i3 385 7EAR IR A9 250 T 22k
TR SR ARG U, 4 F B EIH TR 1gM =
-0.226 11 +6.487 2 , S REZRHCH0.983 7, FIFH
SrFREETRELRI L ARG TR'
i o
1.6 SEBAMSTH

W EAERR A E - IR B OS5 W B
W, &t it 382k (0. 45 wm) 13985 B B
% H 37 835-50 ARy A AL R A T AN AT B AR
HI3HT.

EERERR K E : MU 24 6 mol/L HCI
IK ARG , % F H 7. 835-50 H i S R 4 ok
117 PR B E B IE

2 4R

2.1 AEBEBNELBBRFWHILE
SRR T B ¥, 4Rk P R B IRZ
WA A BB/ NI T BB OB R e
BRo W 1 fias,3 000 u IR B~ YIREE B
VI A R SE R T3 2, R B0 7E B ¥ 3 h A K IR
BEBOR BB 3 h J5 ka7 B 13 K
%&; B AAA K BCAA MBS EESHH
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BRPHEERERE3 h BERNSENE TH
REHBEWACE MEIEEHAERBE 3 hETS
3000 ulA T BB =Y EE2IEMHRRKER,
3000 uld T/ B W) & BBl , ACE 1% 1
R, RS h, RE S5 h W 3000 u AT
B =Y & BAEA A P &S {3 ACE 5 HEZ)
BAL XA RERHTHRES h, FEE RS &
a2, Bk 3 000 u KL T B 8
B4y, T B =Y K& &b, AT ACE 41
S PEREA

80 =<3 000 u mAAA+BCAA o ACEHIHIFEHE:

THRE /%
5 8

Do
(=]

[EREEI

E 1 AE BB RS~ 3 000 u AT HiE~
.2 AAA (T BCAA )& 8K ACE #MHiEH
Fig.1 Effect of different autolysis time on autolysis

yield below 3 000 u, the content of > AAA, > BCAA
and the ACE inhibitory activity

2.2 BRENBBAFEUSFEFHHEIE
ZANS2E% F 3 000 u.5 000 u.8 000 u 3 Fh#;
B FEBIEET %5 E 3 h iRk B ™Y, 1%
3 4 HAR 5>+ 8 5316 B IE 4 53 (> 8 000 u,
5000 ~8 000 u,3 000 ~5000u, <3000u), M
2 AT IL,8 000 u fEJE 4 4y K 24340 F 11
min §ij , K35 5 KE 5, Hp KT 10 000 u
SFEYE S 58.35% ,3 000 ~6 000 u 1 FEY
Jadi 6. 5% ,/NF 3000 uprFEYRA L
35.15% , 38 34 B B R WEHHTT 5 T i 3k 8 000
u ER =204 (5 000 ~8 000 u,3 000 ~5 000 u,
<3000 u) 11 min A H B B9800, Ko7 i
W N TR B 22, Y ) 5 R @t
8 000 u i =20 73 By U JE AH X, KT 10 000 u,
6 000 ~10 000 u,3 000 ~6 000 u,/»F 3 000 u Pg
AR, {H 3 000 u BBIEA 4 KA F W
JEs /b B B 2, KT 10 000 u 43+ &9 AL &
9.79% ,/NTF 3 000 u + FEYHE L F=E
61.83% G —H 55 F R4 4R B ,8 000
u AR E 7RI Ko F ik, 2R 3 AR
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o TRENANE, BEEST'HAESIZ
IR, KT 3 000 u 2318/ 1 W) 5 38 i 4
Z , N /N T AR B A N B 5

10ku6ku3ku
3.00 .
2,60 \
2.00
150} =8 000 u

P

2.50
2.00
150} 5 000~8 000 u i
1.00

-
5 M

200 |
tg <3000 u / U\
02 ST N

2 4 6 8 10 12 14 16 18 20 22 24
B 1E)/min

2 JABRASH HPLC EE
Fig.2 HPLC chromatogram of ultrafiltration fractions

2.3 BRASHWEERAK

IRk B ABIEIE , BRKT3 000 u )/
YIRS B EESN, IR 41 AAA Fil BCAA
& EWEZ IR, R 1 iR, BIE4 5 AAA
1 BCAA 12 & Fifi 8 U8 B FL 72 9 s/ T 38 K,
3 000 u HEIELH 7 A& B AAA I BCAA ¥J5 TH:
R 3 HHIRA S, 5 8 000 u EBURA M HH EL, AAA
1 BCAA B & EIRE T 4.34% , BCAA =4
FRIG AW ., 5 8 000 u I 4340 L ,3 000 u
FBURL S P & SR E RGN T 2. 09% ; B IR 4 43
P 2 TR R 2 PR RN R 1) 5 B L P A U
JEEFLARR 9 ol /)N TG 3 K, I LAt 2 R Y 15 fm B (28,
3 000 u HEIEH /TR S BEHLLE 8 000 u B &
Hir2% 2.09% ., HILBIERRIRR BE=YH
AAA BCAA BBMERERN S &,
2.4 BIRASH ACE MFliEHE

HMIEANMEF/ N FY R E L, I—E BB =Y
) AAA F1 BCAA & &, sttt & BB =YK
ACE #0H13E Y, 3k 2 B7n,3 000 u US4 5 (2
mg/mL) ) ACE 335 M3k 76.22% , Tfi 8 000 u
US4 4> (2 mg/mL) B ACE 41 i & ¥ 2 &y
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41.82% ,TEVEAHZIE 2 %4 HEIEH 1 ACE
WHEE S BIERATN T FEEAMEXXER,
ACE #0HITE HEBE 7 2= /NS K, 7E 4 4
TELL 4,3 000 u HBIE L 5B ACE 3l 15 1 i
58, TEMEZ )2 3 000 ~5 000 u FHJELH 535 000 ~
8 000 u FBYELH 4> H18 000 u HEUELH 410 1.2.3
fho AL ERGHFEZHRMERELRL
A5 B UE R L AR AR/, P4 B ACE 41 361 35
R, it IS , BUE Y ACE IS IR

R X —ZR SR & B IEH S
AAA 1 BCAA gtk EEEBR & EARX L, 4 48
IR BT & AAA F BCAA RIREREREES
PR ACE SR IEAHXX R, BIEH 2
AAA BCAA KRR ER S B i1 3 000 u
UEH 43 ACE IS PESE 4 AR 5 5o,
AAA F1 BCAA R PER AR & B &K 8 000 u
FBURL 4 ) ACE P HIVE EAE 4 U4 4 b i
5o

®1 BRMABRTCUMEERIENXN
Tab.1 Effect of ultrafiltration on amino acids composition of the autolysis hydrolysate %
T FAUREALS
>8 000 u 5000 ~8 000 u 3000 ~5 000 u <3000 u
[T E PR (Asp) 11.02 9.92 9.39 7.77
IR (Thr) 4.57 4.20 4.13 4.15
228 (Ser) 3.76 3.36 3.19 2.64
A EFR(GClu) 16.13 14.89 14.55 13.99
Jiti %R (Pro) 5.65 5.73 5.63 5.18
HERR(Cly) 7.53 7.25 7.04 6.74
R (Ala) 6.99 7.63 7.51 7.25
PR (Val) 5.65 5.34 5.63 6.22
7 2R (Met) 2.96 3.32 4.08 3.32
SRR (le) 4.57 4.58 4.69 5.18
EFR (Leu) 6.72 7.63 7.51 8.81
& Bk (Tyr) 2.96 3.21 3.19 3.68
KN PR (Phe) 4.57 4.96 5.16 5.18
i # (Lys) 6.72 7.25 7.51 8.81
2 2R (His) 2.04 1.91 1.92 1.97
K ER (Arg) 6.45 6.87 7.04 7.25
2R (Trp) 1.77 1.76 1.83 1.97
SAAA 14.95 15.65 15.82 16.01
SBCAA 16.94 17.56 17.84 20.21
SAAA + BCAA 31.88 33.21 33.66 36.22
F2 BIEX BRI~ ACE HIE AR
Tab.2 Effect of ultrafiltration on ACE inhibitory activity of the autolysis hydrolysate
HHEURLL S W JE/ (mg/mL) HH U IR [F]/ min e T R ACE/% IC50/ (mg/mL)
2.0 15.730 89 866 76.22
<3000 u 1.0 15.656 181 975 51.84 0.61
0.5 15.593 187 810 50.30
2.0 15.649 125 715 66.73
3000 ~5 000 u 1.0 15.633 192 831 48.97 0.91
0.5 15.553 249 466 39.9
2.0 15.652 138 102 63.45
5000 ~8 000 u 1.0 15.686 236 633 37.38 1.26
0.5 15.621 245 543 35.02
2.0 15.746 219 841 41.82
>8 000 u 1.0 15. 669 317 934 15.86 1.98
0.5 15.546 375 736 0.563
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3 g

EHERHAEYEESERNSFERNEY)
FARL S TR/ M GE B R TR K
HREES . I, T A 2R BB ) v 2k
ARR A3 B EB 7/ INoF B, BE B /Ny T B I8
VEIEAE A B T Bl AT AN sy B R
T8 3 SR FH A 24 P 7R 0 {5 BT 7 1 7K A 7= 40 B A
f 50T 0 A A5 AT I 7E — RE IV B AT
TR B —& KNS B W aifbikH s+ BB
FRE T RERRE . A SCIR 26 8 000 u.5 000
u.3 000 u 3 FpERER 43 F EBIEIE 3 H 455 3 h i
KLEEY, BRI 4 HBUEA S5, HA 3 000 u
ABUE A 43 B & /N F B (/NF 3 000 u) 7£ 4
HABUEA S P B, T 8 000 u 8 U8 4140 B & 1Y
NGB (/T 3000 u) 7E 4 U84 4 B
1%, R BB IR 53 /N1 0 1) 5 2 G 8 0 R
LRR W /N K, /N FO R EARE
£ PEHEE IR A 5 /N T R & E R,
ABUEZ 51 ACE )5 T b2 3 5% , BRE T 1% P
BRI AEYIEYE S B A FER/NEVIFHRE,

R M ARG PERR 5 F B R/AMER , I8 5
HAEFR I AR G FH K. CHEUNG 1A K
ACE 131 BK B30 16 1 E EBUR T C s 2R,
CMBEMRMN A EFERAER(LFHAER. KR
R AR R ) MR R s EEER, B
AN S K SRR R AR R AR
BPEE I FR MRS ACE [B)E 7 B8R, 01 P
B, HEMERNEI SN, 0k 2 R, iRk
BE=MEBUENE , BRAKT 3 000 u B/NrF9
RIS E SN, BUBA 2 AAA 71 BCAA IS &
Wbz 35, KA 3 000 u B UE L 7 BT & 1) AAA
T BCAA WE FHA 3 HBE4H S, Wik E LR
N S FR AV R TE 3 000 u IR A /T HI & Bt
AT HABIEA S, RABIEEER BB =YH
AAA BCAA KgtE & ERI & &, BIEH 7 &
AAA 1 BCAA DL Rt Z BRI & B 5 H
SrTHIR B ACE 00 4] 3 1 A6 XF B , 8 9 FL A% R
/N B U A 4 B /N T R S B R, AAA
1 BCAA DA R Bt 2 25 PR 1) & Bt , ACE 41
WG AR I 5% o 48 ML ERHIE T ACE i Bk 5
WHITEES 5 FE AR/ AAA F1 BCAA KigPER
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Effect of ultrafiltration on ACE inhibitory activity of autolysate of shrimp
head

ZHU Guo-ping' , ZHANG Chao-hua®’, CAO Wen-hong*”, JI Hong-wu’~’

(1. Center of Forecasting and Analysis, Guangdong Ocean University, Zhanjiang 524088, Guangdong, China; 2. College of
Food Science and Technology ,Guangdong Ocean University, Zhanjiang 524088, Guangdong, China; 3. Guangdong Provicial
Key Laboratory of Aquatic Product Processing and Safety, Zhanjiang 524088, Guangdong, China)

Abstract: Litopenaeus vannamei head autolysate was consecutively extracted through ultrafiltration membrane
with molecular weight cut-offs (MWCO) at 3 000, 5 000 and 8 000 u, respectively. The distribution of
relative molecular mass, composition of amino acid as well as ACE ( Angiotensin-I-converting enzyme )
inhibitory activity in different filtrates were measured. The results showed that ACE inhibitory activity of
autolysate increased after extraction by extra-fine membrane. Obviously, the inhibitory activity of the filtrate of
3 000 u extra-fine membrane was 0. 61 mg/mL, which ranked the first compared with other filtrates.
Meanwhile, the most of macromolecular substance was retained by 8 000 u while the extracted peptides with
relative molecular mass less than 3 000 u increased markedly with the decline of MWCO of membrane. In
addition, the contents of aromatic amino acid and branched chain amino acid in filtrate of 3 000 u were higher
than those in other filtrates.

Key words: shrimp head; autolysate; ultrafiltration; distribution of relative molecular mass; amino acid;

ACE inhibitory activity
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