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(FritERE [FW)Do 2 ANV T v 7 23 FH—THRAL
7. BAEW%E 5,000 rpm T 10 7R, -5 “CTHE LS
HELFE L7z REBICHIER D 25613, TRBALLZ W
IO, LBEARAODAZNALATVICERY)BLE L,
LC/MS 5 Hrofiic, 0.45 um FA a8y o7 4
Wy TLEAEABLE L7,

®1 22 BRO7 S /BOBRNIETISITAY FNEREDTHD
SIM E— RTERZINIAFY
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LC ¥

N3 LA ZORBAX Bonus-RP. 0O0—h7
(100 mm x 2.1 mm. 3.5 pm)

piiTH=<p 0.2 mL/min

TEENAE: 0.01 mM EEEBD 0.2% FEEKBR

AN 1000 pL @FH'S 20 pL

MS &

A F{EE—R: "I« 7 APCI

XTSAYES: 55 psi

BIRARE: 4 L/min

IR EE: 320°C

N—)\SATEE: 425 °C

AFV—: 20V

FrvESUSBE: 3kV

TSITAVYER: 55V

FaATILIA L 27 ms

RER

NAFVRYT A= F 277, mEGHEA Z 54—
T h oS REUEALSF A+ 1L (APCI) 1 > %
7 = — A% L7z Agilent 1100 MS #RILEE & A G
b7 Agilent 1100 ) — X HPLC Y A7 A% fiHL
T, LC/MS FEBziT % L7

TR A—-%%2HLT, SIM = FTT—%
BOAZITWE L7z, 8B A A (N, 100 psig) it
4 L.min., 2754 ¥ED 55 psig. Wy A ME
320 °C. RX—=/ 8T A FEEF 425 °C., ¥ v 5 EE
3kV., U & 8uA, 797 A ¥ EELGSV, T2
IIVF A L 27 mseco 22 FIEHOIEFEMLT I 7 BEIC
WMLCEZS )V FENAF v ERLITRLET,

0.2% FHKBEHECHML720.0lmMEERRIC L T4V 2
T4y Z7RAEWEMEHL T, iE 0.2 mL/min,
40 ‘CT. ZORBAX Bonu-RP, +u2—7F,7 (100 mm x
2.1 mm., 3.5 um) I2X D7 u~ 7T 758w HATL
F L7

YU IRAR

TN M)y 7 AT, U T ERFEL H
(Ayvath A2 2mm OFTLyF—%2MH L), RE
(Ultra Turrax T) LE L7zo NXE—=7—F, YT,
7y F = EOEY TIVIEHE, P bOLKD L
LAWK Y TNR T 2 —AD L) BiAEY Y TV
Ultra Turrax 7L > ¥ —TRALE L7z ¥ 7V
A, REVF A XFEADOKY T Vo pH #illEL
L7ze REVA—DMLEY VY TINIETIAF Yy 282
Ja—Fvy 7 EREER) ZF L VKR VAR,
20 " CTHRELFE Lz, M L2 > 7 V% 10 mL @
Xy M ENT ARELHHEORICEYIY L

TSTXI B EBIRENT
ID AFY m/z 4FY m/z
7S (ala) 90, 73 90
ZILF = (arg) 175,129 175
P RINSF (asn) 133,116, 87,74 133
T AINTF U (asp) 134,116, 88 134
DRATA (cys) 122,105, 87,73 122
D AF Y (cys-cys) 241,122 241
JILH =V (glu) 148,130, 102 148
JILH = (gin) 147,130, 101 147
JU (gly) 76, 59 76
EXF I (his) 156, 110, 96, 73,59 156
E ROF>70OYU Y (hyp) 132, 86 132
O4 Y -4YO1YY (leuile) 132, 86 132
U (lys) 147,130, 84 147
AFA = (met) 150, 133, 104 150
JxZ)L7 S (phe) 166, 149, 120 166
0O (pro) 116, 70 116
U (ser) 106, 88, 60 106
AL A= (thr) 120,102, 74 120
FOT Y (tyr) 182, 165,136,123 182
NUZTRT 7 (trp) 205, 188, 130 188
JXU (val) 118,72 118
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ZAlize > T VRB G E2HH L E Lz 0.2 mM FERE
W CTOMB T % & FIFIEO5BEZ 1TV, KiEEa o
AR (Fr7y) w3t Lz, &ty 7 hichk
i 8613, KRR 0BTz B L F L
725 1 IC1IRoFEATEHL N, 7)) —r E—= X
O 22 FEHOT I JBORAE m/z A+ D MS ¥ 7

%_' 7.T< LTw i j—o
35000 8000 1600 é
30000 1400 3
25000 Lysine Glutamine 6000 Alanine 1200 Cystine
20000 1000 4
15000 / 4000 / 800 - /
10000 600
2000 E
5000 400 5
0 ‘ 0 : 200 ‘
5 min 5 min 5 min
1 12000
}‘2‘88 80000 10000 4
Histidine 60000 Threonine 8000 Valine
1000 ] B
800 / 40000 1 6000 3 /
600 20000 4000 3
400 Lﬂw ] 2000 —_J
200 : 0 : 0 :
5 min 5 min 5 min
20000 14000 2000
N 12000 1750 -
15000 Arginine 10000 4 Leucine-isoleucine 1500 Methionine
8000 | 1250
10000 / 6000 / 1000 /
5000 4000 7 Hydroxyproline 750
2000 3 500
0= : 04 250 :
5 min 5 min 5 min
1000 900 5000
800 4000
800 Glysine 700 Cysteine Tyrosine
3000
600 / 600 / Vi
500 2000
400 400
300 1000
200 3~ : : 200 - T 0 : :
5 min 5 min 5 min
7000
6000
10000 6000 5000
8000 Serine 5000 Glutamic acid 4000 Phenylalanine
6000 4000
/ 3000 / 3000
4000 2000 2000
2000 1000 1000
0= " : 0 — : : 0 : :
5 min 5 min 5 min
4000 10000 :lzlgg
Aspartic acid 8000 Proline Tryptophan
3000 1000
/ 6000 / 800 \
2000
4000 600
1000 2000 400
0 ——— : : 0 — : : 200 ‘ :
5 min 5 min 5 min

& 1 LC/APCI-MS %{ER U TIEREHLER7 = /BDRIE. LC {55 L: ZORBAX Bonus RP (2.1 mm x 100 mm, 3.5 pm),
e 0.2 mL min', BEHELAR: 0.01 mM BFEED 0.2% FEOKER, JU—YE—ZAHRD 22 BEO7 S /ERED m/zD MS
29F.
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COZETIE, 22 WHEOY O TIVNDOT I I BEARE S
MLE L BMZV—T1E, RE—T7—F, HFE, 7
V=2, YVa—ZA, Fy, ULy, €=, £5H., #
W, BETT, SEMTOT IV BPLBREIIE 2 0k

BYTY,

*®2 SFSTRLRAPD 22 EROT S /BOFER. mg/100g FW &LT

Bmy~17 Ala Arg Asn Asp Cys Cys-Cys Glu Gln Gly His Hyp
NE=T—R 3.59 1.25 1.07 0.50 0.17 9.77 0.37 1.06 0.52 0.30 1.42
[N 10.07 3.94 11.02 36.86 1.31 1.62 85.94 49.64 2.03 0.34 0.73
JU—vE—2R 69.84 37.26 112.10 30.22 6.96 3.62 15.78 57.49 7.92 3.27 1.17
mEFEFY <L0OD 1.81 45.27 17.01 0.60 13.58 8.19 86.33 1.14 <L0OD <L0OD
Yy dR—Z + <L0OD 1.40 3.80 3.56 0.30 16.04 218 23.46 <L0D <L0D <L0D
Yvdya—2R 2.03 1.79 12.80 10.58 0.98 12.52 4.82 39.89 <L0D 0.13 0.43
YO—FrU—Ja1—X 153 1.62 24.10 7.30 0.38 10.95 71 52.45 <L0D 1.01 0.32
FLvITVa—-R 3.95 8.30 8.08 15.15 0.70 9.99 5.10 3.36 1.38 1.1 0.53
HoO0Ya1—-2X 15.66 1.99 13.58 17.33 0.27 16.53 17.23 42.35 <L0OD 0.17 0.44
E—FIa1—-2X 3.38 1.64 78.57 21.52 0.84 12.26 3.38 10.05 1.44 0.14 0.35
BHIRDYa1—R 6.54 2.18 10.50 16.08 0.50 16.06 8.34 41.50 1.26 0.1 0.43
RIRIYa2—-R 8.58 0.60 5.32 5.54 0.74 17.60 7.98 417 1.62 1.46 0.52
E—IL 4.00 0.88 2.98 1.15 <L0OD 5.33 1.89 1.54 1.48 0.26 8.59
43 7.02 16.50 8.99 4.00 0.36 16.12 9.06 4.85 1.38 0.75 0.36
94 4.49 1.35 0.94 0.55 0.66 0.92 0.73 0.42 1.69 0.46 0.24
B 12.23 <L0D 4.16 8.43 <L0OD 203.22 7.93 18.90 2.93 1.26 0.76
JY—r3d—k— 41.06 2.38 31.36 70.26 43.19 14.82 57.18 3.89 343 3.27 <L0D
N—EILFvY 12.98 1.28 2.21 13.05 <L0D 6.02 21.01 0.51 257 <L0D <L0D
= 6.56 2.7 0.71 7.42 <L0OD 4.90 46.80 3.55 1.72 0.38 0.74
P—EVR 11.39 414 57.51 44.92 0.73 450 3100 6.31 3.76 0.34 0.46
EX5FH+ 25.15 7.58 14.45 27.40 1.36 5.82 35.64 39.28 288  <LOD 7.26
RRy17 Leu-ile Lys Met Phe Pro Ser Thr Tyr Trp Val
NE=T—R 0.30 <L0OD 0.20 0.26 0.78 0.40 1.66 0.50 0.12 1.21

~Y b 0.96 <L0OD 0.63 3.25 6.30 3.38 2.70 2.05 0.74 243
JU—vE—X 26.84 17.41 4.44 13.52 21.50 55.52 0.03 15.45 3.31 38.60

2= A 1.38 <L0D <L0OD 0.44 17.92 3.86 1.23 0.68 0.48 5.25

U dR—Z ~ <L0D <L0D <L0D <L0D <L0D 0.57 <L0D <L0D <L0D <L0D
Yrdya—2R 0.32 <L0OD <L0OD <L0OD 4.48 0.78 0.33 <L0OD <L0OD 1.70
YI—FrU—Ya—-2Z 023 <L0OD 452 0.14 6.52 1.29 0.53 0.25 <L0OD 2.62
FLITa—-R 0.37 1.76 472 0.99 30.55 6.07 1.13 0.99 0.58 3.64
$o0J1—-X 1.37 <L0OD 0.53 0.94 8.52 3.01 1.94 1.76 0.64 4.62
E—FJa1—-2R <L0D <L0D <L0D 0.45 12.89 248 1.17 0.33 <L0D 2.18
BIROYa1—-2 1.54 1.21 0.89 0.81 8.94 2.80 1.75 1.80 0.64 5.10
KIRIYa21—R 1.80 1.39 0.64 1.88 14.05 4.30 5.33 3.90 0.75 5.03

E—=L <L0OD 1.17 0.30 0.15 0.84 <L0OD 0.32 0.27 <L0OD 3.84

B 2.04 1.43 1.80 0.61 11.61 3.14 3.12 2.33 0.65 5.40

g4 0.23 1.28 0.25 0.25 30.50 0.36 0.31 2.37 1.86 0.88

b2y 2.06 4.80 <L0D 11.18 81.32 6.31 2.65 8.63 <L0D 6.34
JU—r3d—k— 6.37 4.35 1.66 14.31 32.30 20.48 3.63 13.58 7.66 8.61
N—EILFvY 3.24 2.06 <L0OD 2.41 5.38 3.84 2.38 3.69 2.16 4.08

L= 1.81 1.64 0.52 1.09 5.50 1.44 1.12 1.71 1.75 3.01
P—EVER 7.21 4.93 1.93 6.08 33.65 7.82 3.34 4.07 2.28 10.33
ER5FH 2.75 3.64 1.43 381 55.98 3.80 3.71 6.00 1.51 5.73
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