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=
2]
o
&)
N
il
N
)
2
A
ol
jur]
R=)
i
2

33t ES N-Al Q2 U-Asp, N-ZHEU-Asp, N-ZH| el Q U-Asp, N-~H o2 -
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A7) gtE-S (8-Ser, (9-Ser, C10-Ser, C12-Ser, Cl14-Ser, C16-Ser, C18-Ser, C20-Ser % (22-Ser< ¥3}3}
3, olu FHEAA V= BExstE Zeola, 1, 2 e MY olF A¥S s, o]y olF AP A~
-ilE, EdaE e Ala- W Eda-ude] 23 o

Ser 72 717 B3] vt 313ES N-ZruEYU-Ser, N-Z1 el 9 U-Ser, N-2~Hol2Q U-Ser, N-2]=d <2

N-Sete d-L-slddetd, N-ofo]zite d-L-dlddehd, N-ZrEggod-L-ddgdehd, N-FvEd-L-9d<
g, N-gladled-L-dddebd, N-gEded-L-vlddebd, -2 e d-L-sld debd, N-SDA-L-#ld defd,
N-DPA-L-sd ehd, 2 N-vlEgtmAlelatel o o -L-7] D b ;

N-Zr Ed-L-depd, N-2ladl e d-L-¢ebd, N-g=d e d-L-gehd;

¢
T
Ach
e
(o
to
e
n
fuj
o,
fru
1)

vhsbA sk, sheba 19] detee, 5 Aol Al&a-mE]l 49, 3ekE Cl2:1-Ala; C12:1-Gly; Cl2:2-
Ala; C18:3-Ala; % C16:1-Ala® X ¥k ¢kom; C18:3-Ala; €20:5-Ala; C16:0-Ala; C22:0-Gly, 53] (22:6-
Gly: C18:2-Leu; (23:1-Leu; C18:1-Ile; C8:0-Glu; C12:0-Asp; C18:1-Ser; ! C20:4-Sers X3atx] ¥th.

ol

o

ofy

_14_



10-2125587

s=s4

ol
o
;OD
23]

il

o
wr

)

o

[0152]

o

T
o
W

#

[0153]

ey

Ebsttt.

0

b

b

o

B

o

Abiell A Rt ofy el SA

=K

[0154]

3] 0.001% A 80%, ©l<S

3] 0.001% WA 50%, Ut

p=S
=
p=H
=

[e]
=
[e]
=

3k HEF), NSG,

o3
=
7150 2 0.001% WA 100%, Tl

S 7102 0.001% WA 90%, Tl
1 0.001% WX 5% oz ZA)

kel
pid

A s}

=

(sugar), AW, AT (A7,

1 0.001% WA 20%9] o=

]

[0155]
[0156]

st

o
wr

o

] 0.001% W= 30%, ©d

o
wr

kel
pl

=8

3] 0.001% WA 20%, dd

A

=
L.

2 0.001% WA 2%9] Fo=

o

7122 0.001% WA 50%, oS 5

==
R

7]

3t

e}
=A%

kel
pil

1 0.001% WX 199 o=

]

54 FHeA, Au(ddd, 93 YEF)S

0.001% WA 5% oz &)

=

[0159]
[0160]

[0161]

e}

1 0.001% WA 7%<]

= =]
—

[e]
-

Z|Eo 2 0.001% WA 10%, ©

3t

kel

A

=
.

o

[0163]

o] =2 A

<
B

olf

0

"
0
=

X

s

ERERTR=|

L
L

ol

p
L

"‘IET%"O]E}’

3t

kel

of =

Aol t},
GMP

[y

=
ul
N

A

=
.

o 2 A
, oA IMp

A
pul

=

]

o)
R

=

s

o
S

[}

Al

Kol
=

b4 19 g

il

Jo
&

oh

[mi
,Eo

[0166]

i

il

=K

s

FHZ AHE

v

o oy, A7) 3

i

kel
pl

A A B

o

=

o] HhA g

o0
o
=4

T

F
oj
Ton
ajo

of
fretat

ol
K

Mo
%

o))

o

o]

o ol 2

0.01% o9 ==

=N

af, e 5
ok
=)

sl

10

o

A (palatability),
ko)

e

7]

1 SAel, 3t

_15_



st

=K

2+ A]

10-2125587

1 <k 0.01 W)

Ul

o

E

s=<4
h

3 AFEPgA A7}

7

A

=13
=

i A3 2 A

|

=]

2o &

AlF
%L

ol o
1=

g3}

=]

=

wl
=

A 1%
(BHA)

Exy
=

[0167]
[0168]
[0169]

©2 °F 10 ppm WA 1000 ppm 9]

o FHE NF

ol
o

ajo

.
)

0

S

o] EAT 5

o))

RIS
G, 5o 19

°

FHZ AFSEHAY, et FHE AR AY,

oH
el
S}

8 ~% §

]

&
shop 19] shgiRe] R

L
L

T

-

AT

ol

2
oy

B

B

1 7EE=

3

F71ol Bk 2kA)

1 APe 9

SEEEE

ot

]
P

0
n
il
‘_mﬂ
]
[0

B

ajo

i

st o]l

ul
=

RICES SR

[e]

b4 19 g
kel

n

[0171]
[0172]
[0173]
[0175]
[0176]
[0177]
[0178]
[0179]

=K

(oleoresin), oAl

o A Abt,
—16 -

)

|2~

9 o4
CRED

1}

wl
7tel

L

=
T

A}

Fr] s X

= (sudachi);
o

ofa] Foju=

u] A o]
ul; whdet

k

ok (yazu),
B

[0182]

[0181]



[0183]

[0184]

[0185]

[0186]

[0187]

[0188]

[0189]

SE50dl 10-2125587

oAy v RE v, odAd, dAsNE v, AvjojulE g 5l i wl
oZidh, o9l &, ofxgh Fw|, o s Fw], b7y vl 3G Fv|, SAto)
vk &ul, AR v, FhEvE ), Aol &, 9 ), A 3 F
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[0283]
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S=50d 10-2125587
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4
ol
32
v
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B ZUA Z2E AamvtEIY (&

1 g9 85 WA 90% %o AAHES =53 & AUt
1.2 42 B(R3Z7E AHE3tE DCC ¥HE)
oA 1

-15Col A, DCM(100 ml) 59 O-wldste o} :Ak(16.51 mmol)o] &ofo Egfelo"o}wl(1.519 g, 15.01
mmol)& 7Falth.,  wWHsPAEA o7l XHE(0.01 mmol)S ZFFY. 0CelA, 10 mL DCM <] DCC(15.01 mmo
D] &R Arteint. o] W EFES 0CHA 1AIZF &<t wrRkstar, Ao 3A17F 5t AlS wwkelsl
ok o3l o3 V] ¥ EFEEFE toAfolFRIAMS-HolE AASIAT. ARE xstE FEA UYE
¥ &9, 52 94 &9 R 52 AFY. {7 $& £¥sta, dxsa, SLAIA, 3 gd 24E 5

3]
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[0300]
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66 g2 c18:.0 HaC.__.CH;
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<)
67 STE]| C18:1 H OHSCI:
H OH
NH
&}
CHy
68 dr gl C18:2 H o)
H
NH
H HiC 8]
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2 MR dlo] g (AAo)

2.1 3}3}4] 5 ACC-C18:1

CH
18 3

1H NMR (600 MHz, 2 2 2 Zd) B ppm 0.88 (t,/=7.05 Hz, 3 H, H-C(18)) 1.09 - 1.21 (m,

2 HH-C(22,23)) 1.21- 1.1.39 (m, 20 H, H-C(4, 5, 6, 7,12, 13, 14, 15, 16, 17)) 1.54 - 1.68 (m, 4
H, H-C(3, 22, 23)) 1.91 - 2.07 (m, 4 H, H-C(8, 11)) 2.18 (t, J=7.73 Hz, 2 H, H-C(2)) 5.26 - 5.44

(m, 2 H, H-C(9, 10)) 6.28 (s, 1 H, H-N(19))

13C NMR (150 MHz, 2 2 2 &d) B ppm 14.13 (C(18) 18.01 (C(22, 23)) 22.69 (C(17)),

25.45 (C(3)), 27.19 (C(11) 27.23 (C11)) 29.16 (C4)) 29.18 (C6)) 29.26 (C(5)) 29.33 (C(13,
15)) 29.45 (C(14)) 29.72 (C(7)) 29.78 (C(12)) 31.91 (C(16, 21)) 3347 (C(2)) 129.76
(C(10)) 129.99 (C(9)) 175.15 (C(1)) 177.39 (C(20))
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[0303] 2.2 3}8+24] 7 GABA-C10:0
8 & 4 2
o}
N
] 7 5 3
Ht:{] 18
14 13
g
HO o)
[0304]

1H NMR (600 MHz, DMSO-ds) @ ppm 0.83 - 0.87 (m, 3 H, H-C(10)) 1.18 - 1.29 (m, 12 H, H-
C(4,5,6,7, 8, 9) 1.46 (quin, J=7.22 Hz, 2 H, H-C(14)) 1.59 (quin, J=7.22 Hz, 2 H, H-C(3)) 2.02
(t, J=7.39 Hz, 2 H, H-C(2)) 2.19 (t,J=7.39 Hz, 2 H, H-C(13)) 3.00 - 3.05 (m, 2 H, H-C(15)) 7.77
(t,J=5.50 Hz, 1 H, H-N(15)

13C NMR (150 MHz, DMSO-ds) @ ppm 13.95 (C(10)) 22.09 (C(9)) 24.64 (C(14)) 25.29 (C(3))
28.64 (C(5)) 28.66 (C(7)) 28.78 (C(6)) 28.90 (C(4)) 31.07 (C(13)) 31.27 (C(8)) 35.38 (C(2))
35.77 (C(15)) 172.03 (C(1)) 174.21 (C(12))

[0305]
[0306] 2.3 3}8H4] 8 GABA-C12:0
o
11 9 7 5 3 1 o I 44 OH

e Y Y Y Y Y Y
[0307] O

1 NMR (600 MHz, DMSO-ds) B ppm 0.85 (t, /=6.87 Hz, 3 H, H-C(12)) 1.15- 1.33 (m, 16 H,

H-C(4,5,6,7,8,9,10,11) 1.41 - 1.51 (m, 2 H, H-C(3)) 1.59 (quin, /=7.22 Hz, 2 H, H-C(16))

2.02 (t,J=7.56 Hz, 2 H, H-C(2)) 2.19 (t,J=7.56 Hz, 2 H, H-C(15)) 3.02 (q,/=6.53 Hz, 2 H, (H-

C(17)) 7.77 (t,J=5.33 Hz, 1 H, H-N(13)) ‘

13C NMR (150 MHz, DMSO-de) B ppm 13.95 (C(12)) 22.09 (C(11)) 24.64 (C(16(( 25.29

(C(3)) 28.64 (C(9)) 28.71 (C(15)) 28.77 (C(6)) 28.95 (C(8)) 29.00 (C(5)) 29.02 (C(4)) 31.06
03081 (C(7)) 31.29 (C(10)) 35.77 (C(17)) 172.02 (C(1)) 174.20 (C14))
[0309] 2.4 318k 17 GABA-C18:2

0
3 Ny == =z
! 200
NH/\/\l/
4 2 19 22
OH

[0310]
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1H NMR (600 MHz, 2 2 2 =d) @ ppm 0.89 (t,/=6.87 Hz, 3 1, H-C(18)) 1.26 - 1.39 (m,
14 H, H-C(4,5,6,7,15,16,17) 1.57 - 1.65 (m, 2 H, H-C(3)) 1.84 (quin, /=6.96 Hz, 2 H, H-
C(22)) 2.05 (q, J=7.22 Hz, 4 H, H-C(8), H-C(14)) 2.19 (t,J=7.73 Hz, 2 H, H-C(2)) 2.40 (t,
J=7.05 Hz, 2 H, H-C(21)) 2.77 (t, J=6.87 Hz, 2 H, H-C(11)) 3.33 (q,/=6.53 Hz, 2 H, H-C(23))
5.30 - 5.41 (m, 4 H, H-C(9, 10, 12,13) 5.96 (br.s., 1 H, H-N(19))

13¢ NMR (150 MHz, 2 2 2 Z-d) @ ppm 14.08 (C(18) 22.58 C(17)) 24.74 (C3)) 25.63
(C(22)) 25.75 (C(11)) 27.20 (C 8, 14)) 29.15 (C(6)) 29.26 (C(5, 21)) 29.35 (C(15)) 29.62
(C(4)) 31.49 C(7)) 31.52 C(16)) 36.73 C(2)) 38.84 (€23)) 127.90 (C12)) 128.06 (C(10))

[0311] 130.03 (C(9) 130.25 (C(13)), 174.17 (C(1) 177.43 (C(20))

[0312] 2.5 &8t 22 Wel-<ahd-C18:2

4 2 18 21

[0313]

1H NMR (600 MHz, DMSO-ds) @ ppm 0.85 (t, J=7.05 Hz, 3 H, H-C(18) ) 1.11 - 1.37 {m, 14 H,
H-C(4,5, 6,7, 15.16,17) 1.37 - 1.53 (m, 2 H, H-C(3)) 1.94 - 2.08 (m, 6 H, H-C(2, 8, 14) 2.34
(t, J=6.87 Hz, 2 H, H-C(21)) 2.73 (t, J=6.70 Hz, 2 H, H-C(11)) 3.13 - 3.27 (m, 2 H, H-C(22))
5.24 - 5.40 (m, 4 H, H-C(12, 13)) 7.84 (t,J=5.67 Hz, 1 H, H-N(19))

13C NMR (150 MHz, DMSO-ds) B ppm 13.91 (C(18)) 21.97 (C(17)) 25.21 (C(3)) 25.24
(C(11)) 26.60 (C(8)) 26.63 (C(14)) 28.58 (C[6)) 28.63 (C(5)) 28.68 (C(15)) 28.73 (C(4))

9.0

[3S]

AfCI7VIN QG| 7
4 (C(7)) 30.89 (C(16)) 33.98 (C(21)) 34.70 (C(22)) 35.27 (C(2)) 127.73 (C(10, 12))

ot

[0314] 29.71 (C(9, 13)) (C(1)) 172.91 (C(20))

[0315] 2.6 38+2] 28 Asp-C18:2

14 16 48

[0316]
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1H NMR (600 MHz, DMSO-de) B ppm 0.86 (t, J=6.87 Hz, 3 H, H-C(18)) 1.17 - 1.38 (m, 14 H,
H-C(4, 5, 6,7, 15, 16, 17) 1.42 - 1.50 (m, 2 H, H-C(3) 2.01 (q, j=7.10 Hz, 4 H, H-C(8, 14) 2.06 -

2.10 (m, 2 H, H-C(2)) 2.48 - 2.55 (m, 1 H, H-C(22)) 2.62 - 2.68 (m, 1 H, H-C(22)) 2.73 (t,
J=6.87 Hz, 2 H, H-C(11)) 4.49 (d, J=6.53 Hz, 1 H, H-C(21)) 5.18 - 5.42 (m, 4 H, H-C(9, 10, 12,

13) 8.09 (d, J=7.90 Hz, 1 H, H-N(19))

13C NMR (150 MHz, DMSO-de) B ppm 13.93 [C(18) 21.97 (C(17)) 25.21 (C(3), 26.60 (C(11))
26.65 (C(8)) 28.55 (C(14)) 28.59 (C(6)) 28.70 (C(4)) 28.73 (C(5)) 29.05 (C(15)) 30.69
(C(7)) 30.89 (C(16)) 35.06 (C(2)) 36.25 (C(22) 48.49 (C(21)) 127.75 (C(10, 12)) 129.74
(C(9,13) 171.73 (C(20)) 172.02 (C(1)} 172.61 (C23))

[0317]
[0318] 2.7 3}8+4] 33 Glu—C18:1
)
§29
OH
23
24
OH
CHs
[0319] '8
1H NMR (600 MHz, 2 2 2 &d) @ ppm 0.88 (t,]=7.05 Hz, 3 H, H-C(18) 1.19 - 1.39 (m,
20 H, H-C(4, 5, 6,7, 12, 13,14, 15, 16, 17) 1.56 - 1.68 (m, 2 H, H-C(3)) 1.94 - 2.04 (m, 4 H-
C(8, 12)) 2.08 (dt, J=13.83, 6.66 Hz, 1 H, H-C(22)) 2.20 - 2.25 (m, 3 H, H-C(22)) 2.43 - 2.55
(m, 2 H, H-C(23)) 4.64 (q, J=6.87 Hz, 1 H, H-C(21)) 5.30 - 5.38 (m, 2 H, H-C(9,10)) 6.70 (d,
J=7.22 Hz, 1 H, H-N(19))
13C NMR (150 MHz, 2 2 2 =d) B ppm 14.13 (C(18) 22.69 (C(17)) 25.57 (C(3) 26.81
(C(22) 27.20 (C(11) 27.24 (C(8) 29.18 (C(6)) 29.22 (C(4)) 29.26 (C(5) 29.33 (C(13, 15)
29.55 (C(14)) 29.75 (C(7)) 29.78 (C(12)) 29.88 (C(23) 31.91 (C(16)) 36.36 (C(2)) 51.60
0320 (C(21)) 129.71 (C(10)) 130.02 (C(9)) 174.62 (C(1)) 175.66 (C(20) 177.95 (C(24))
[0321] 2.8 3}8k4 37 GIn—C10:2
H.N_ O
16
OH
[0322]
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1H NMR (600 MHz, 2 2 2 =-d) B ppm 1.56 - 1.61 (s, 3 H, H-C(10) 1.67 (s, 3 H, H-C(8))
2.05-2.14 (m, 6 H, H-C(4, 14, 15) 2.15 - 2.20 (m, 3 H, H-C(9)) 2.39 (dd, J=15.46, 7.22 Hz, 2
H, H-C(5)) 4.51 (d, J=6.19 Hz, 1 H, H-C(13)) 5.01 - 5.13 (m, 1 H, H-C(6) 5.60 - 5.72 (s, 1 H, H-
C(2)) 6.63 (br.s., 1 H, H-N(11)) 7.14 (br. s., 2 H, Hz-N))

13C NMR (150 MHz, 2 2 2 =d) @ ppm 17.69 (C(10) 18.52 (C(9) 25.67 (C(8)) 26.17
(C(5)) 30.95 (C(14)) 31.68 (C(15) 40.97 (C(4)) 51.92 (C(13)) 117.22 (C(2)) 123.14 (C(6))
132.39 (C(7)) 156.33 (C( 3)) 167.95 (C(1) 174.69 (C(16)) 177.12 (C(12))

[0323]
[0324] 2.9 3184 44 Met-C12:1
7 o)
6 f;g"’* 15 A\OH
O sh g7
s
CH,
[0325] 18
1H NMR (300 MHz, CD30D) B ppm 0.92 (t, J=6.9 Hz, 3H, H-C(12)), 1.32-1.38 (m, 8H, H-C(8,
9,10, 11), 1.63-1.73 (q, J=7.5 Hz, 2H, H-C(3)), 1.98-2.16 (m, 9H, H-C(4, 7, 16, 18), 2.28 (t,
J=7.2Hz, 2H, H-C(2)), 2.48-2.65 (m, 2H, H-C(17)), 4.56 (d, d, J=5.1, 9.9 Hz, 1H, H-C(15)),
5.33-5.46 (m, 2H, H-C(5, 6)).
13C NMR (300 MHz, CD30D) @ ppm 14.43 (C(12) 15.21 (C(18)) 23.71 (C(11)) 27.01 (C(4))
27.70 (C(3)) 28.22 (C(7)) 30.08 (C(9)) 30.83 (C(17)) 31.31 (C(8)) 32.19 (C(16)) 32.95
(C(10)) 36.37 (C(2)) 52.59 (C(15)) 129.81 (C(5)) 131.80 (C(6)) 175.17 (C(14)) 176.28
[0326] (C(1))
[0327] 2.10 3}3H2] 46 Met-C18:1
o}
|
20
OH
23
S\
P
[0328]
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[0329]
[0330]

[0331]

[0332]
[0333]

[0334]

omn

1H NMR (300 MHz, CD30D) E ppm 0.90 (t, J=6.6 Hz, 3H, H-C(18)), 1.27-1.34 (m, 20H, H-C(4
5,6,7,12,13,14, 15, 16, 17), 1.60-1.65 (m, 2H, H-C(3)), 1.90-2.19 (m, 9H, H-C(8, 11, 22,
24), 2.25 (t, J=6.3 Hz, 2H, H-C(C-H(2)), 2.49-2.62 (m, 2H, H-C(23)), 4.55 (d, d, J=4.8, 9.9 Hz,
1H, H-C(21)), 5.30-5.40 (m, 2H, H-C(9, 10).

13C NMR (300 MHz, CDs0D) B ppm 14.44 (C(18)), 15.24 (C(24)), 23.76, (C(17)) 26.96
(C(3)), 28.16 (C(11)), 30.26 (C(8)), 30.28(C(6)), 30.37 (C(4)), 30.47 (C(5)), 30.62 (C(15),
30.85 ((C13, 14)), 30.87 (C(23)), 31.33 (C(7,12)), 32.18 (C(22)), 33.12 (C(16)), 36.84 (C(2)),
52.60 (C(21)), 131.22 (C(9, 10)), 175.20 (C(1)), 176.61 (C(20)).

2.11 834 51 TE-C18:2

]
" OH
20
H 9 7 S 3 1 2t
N
1 3 6 4 2 19
H 11
s 15 17
14 16 133

1H NMR (600 MHz, 2 2 2 Zd) @ ppm 0.78 - 0.85 (m, 3 H, H-C(18)) 1.18 - 1.33 (m, 14

H, H-C(4, 5,6, 7,15, 16, 17) 1.54 - 1.65 (m, 2 H, H-C(3)) 1.84 - 1.92 (m, 1 H, H.C(22)) 1.92 -
2.03 (m, 6 H, H_C(8, 14, 23)) 2.26 - 2.32 (m, 2 H, H-C(2)) 2.44 (ddd, }=12.29, 6.10, 2.92 Hz, 1
H, H-C(22)) 2.70 (t, J=6.70 Hz, 2 H, H-C(11)) 3.39 (td, j=9.62, 6.87 Hz, 1 H, H-C(24)) 3.47 -
3.53 (m, 1 H, H-C(24)) 4.53 (dd, /=8.08, 1.89 Hz, 1 H, H-C(21)) 5.16 - 5.36 (m, 4 H, H-C(9, 10,
12,13)

13C NMR (150 MHz, 2 2 2 =-d) B ppm 14.07 (C(18)) 22.57 (C(17)) 24.48 (C(3))
24.79 C(23)) 25.62 (C11)) 27.05 (C(22)) 27.17 (C(8)) 27.19 (C(14)) 29.10 C(6)) 29.27 (C(4,
15)) 29.34 (C(5)) 29.60 C(7)) 31.51 C((16)) 34.45 C(2)) 47.98 C(24)) 60.25 (C(21)) 128.07
(C(12)) 128.07 (C(10)) 130.00 (C(9)) 130.24 C(13)) 171.87 (C(1)) 175.87 (C20))

2.12 3}8k2] 55 Ml7-18:2
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[0335]
[0336]

[0337]

[0338]

s==s5

1H NMR (600 MHz, DMSO-ds) B ppm 0.85 (t, /=6.87 Hz, 3 H, H-C(18) 1.18 - 1.35 (m, 16 H, H-
C(3,4,5,6,7,15, 16,17) 1.43 - 151 (m, 2 H, H-C(2)) 2.01 (q,/=6.87 Hz, 4 H, H-C(8, 14)) 2.12
(t, J=7.39 Hz, 2 H, H-C(2) 2.73 (¢, J=6.70 Hz, 2 H, H-C(11)) 3.58 (dd, j=10.83, 4.30 Hz, 1 H, H-
C(22)) 3.65 (dd, j=10.83, 4.30 Hz, 1 H, H-C(22) 4.21 - 427 (m, 1 H, H-C(21)) 5.26 - 5.38 (m, 4
H, H-C(9, 10, 12, 13)) 7.90 (d, J=7.90 Hz, 1 H, H-N(19)_

13C NMR (150 MHz, DMSO-ds) @ ppm 13.91 (C(18)) 22.01 (C(17)) 25.22 (C(3)) 25.24
(C(11)) 26.63 (C(8)) 26.68 (C(14)) 28.65 (C(6)) 28.69 (C(4)) 28.77 (C(5. 15)) 20.09 (C(7))
30.93 (C16)) 35.07 (C(2)) 54.55 (C(21)) 61.49 (C(22)) 127.74 (C(10, 12)) 129.72 (C(9, 13))
172.19 (C(1)) 172.27 (C(20))

2.13 3}8H4] 59 {F4l16:1

CH
Y6 0

1 NMR (600 MHz, 2 2 2 Zd) B ppm 0.85 - 0.90 (m, 3 H, H-C(16)) 0.91 - 0.98 (m, 6

H, H-C(22, 23)) 1.19 - 1.40 (m, 14 H, H-C(4, 5, 6, 7, 12,13, 14)) 1.49 - 1.75 (m, 7 H, H-C(3, 15,
20, 21)) 2.01 (q, J=6.07 Hz, 4 H, H-C(8, 11)) 2.24 (t, J=7.73 Hz, 2 H, H-C(2)) 454 - 4.59 (m, 1
H,H-C(19)) 5.24 - 5.43 (m, 2 H, H-C(9, 10)) 6.14 (d, J=8.25 Hz, 1 H, H-N(19))

13C NMR (150 MHz, 2 2 2 Zd) B ppm 14.11 (C16)) 21.9 (C(15) 22.66 (C(22) 22.86
(C(23) 24.91 (C21)) 25.63 (C(3)) 27.18 (C(11)) 27.23 (C(8)) 28.99 (C(6)) 29.16 (C(4))
29.20 (C(5)) 29.25 (C(13)) 29.71 (C(7)) 29.73 (C(12)) 31.79 (C(14)) 36.51 (C(2)) 41.32
(C(20)) 50.87 (C(19)) 129.73 (C(9)) 130.00 (C(10)) 173.95 (C(1)) 176.38 (C(18))
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[0339]

[0340]

[0341]
[0342]

[0343]

[0344]
[0345]

[0346]

omn
J

2.14 3}3+2] 61 Leu-C18:1

H
16 14 12 i\
S GNP N H

17 15 13 1

22
w A g
1925 23(
O 2& CHy

1H NMR (600 MHz, 2 2 2 Z-d) B ppm 0.77 - 0.84 (m, 3 H, H-C(18)) 0.85 - 0.93 (m, 6

H, H-C(24, 25)) 1.14 - 1.29 (m, 20 H, H-C(4, 5, 6,7, 12,13, 14, 15,16,17) 148 - 1.59 (m, 3 H,
H-C(3, 22) 1.60 - 1.69 (m, 2 H, C-H(22, 23) 1.90 - 1.99 (m, 4 H, H-C(8, 11)) 2.17 (t,/=7.39 Hz,
2 H, H-C(2)) 4.55 (td, j=8.51, 4.64 Hz, 1 H, H-C(21)) 5.15 - 5.35 (m, 2 H, H-C(9,10) 5.95 (d,
J=7.56 Hz, 1 H, H-N(19))

13C NMR (150 MHz, = 2 2 =d) B ppm 13.68 (C(18)) 21.43 (C(17)) 22.24 (C(25)

22.40 (C(24) 24.45 (C(23)) 25.14 (C(3)) 26.74 (C(11) 26.78 (C(8)) 28.71 (C(6)) 28.73
(C(4)) 28.78 (C(5)) 28.88 (C(13, 15)) 29.09 (C(14)) 29.26 (C(7)) 31.46 (C16)) 36.04 (C(2))
40.70 (C(22)) 50.41 (C(21)) 129.28 (C(9, 10) 173.64 (C(1) 176.11 (C(20))

2.15 3}38+2] 65 Val-C16:0

1% 13 1 9 7 5 3
W\/\/W s
HiC ™o 20
1 2

8 14 1z 10 8 8 4

1H NMR (600 MHz, 2 2 2 Z-d) @ ppm 0.88 (t, /=7.05 Hz, 3 H, H-C(16)) 0.95 (d, J=6.87

Hz, 3 H, H-C(21)) 0.98 (d, J=6.87 Hz, 3 H, H-C(20)) 1.19 - 1.37 (m, 24 H, H-C(3,4,5,6,7,8,9,
10,11, 12, 13, 14) 1.59 - 1.71 (m, 2 H, H-C(3)) 2.20 - 2.32 (m, 3 H, H-C(3)) 4.59 (dd, J=8.59,
4.81Hz, 1 H, H-C(18)) 6.19 (d, J=8.59 Hz, 1 H, H-N(17))

13¢ NMR (150 MHz, 2 2 2 Z-d) @ ppm 14.13 C(16)) 17.70 C(20)) 19.02 €(21)) 22.71
C(15)) 25.78 C(3)) 29.25 C(6)) 29.35 C(9)) 29.38 (C(13) 29.52 C(5)) 29.64 C(4)) 29.68 (C(7,
10)) 29.72 C(8, 11, 12)) 31.00 (C(19)) 31.94 (C(14)) 36.69 (C(2)) 57.08 C(18)) 174.23
(C(1)) 175.49 C(22)

A Al A o
2uJl A E
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[0347]

2l

[0348]

C18:2-GABA(1 ppm):

[0349]

2l

[e]
R

ki3

X

C18:2-GABA(0.5 ppm):

[0350]

S

A}
H

~

1R
=N,

7h 2

=
o

C18:1-ACCA(1 ppm):

[0351]

~

3
=]

AR}
\a

7+

=
©

C18:1-ACCA(0.5 ppm):

[0352]

S
J
o

R

0
Nm

~

A= o,

i

Z

C18:1-Met (0.5 ppm):

[0353]

S
J

o}
s

C18:1-Met(0.25 ppm):

[0354]

FT7]-3 34 (air expanded) H]o]2

[0355]

i

[0357]

Aol

C18:2-GABA(1 ppm):

[0358]

il
X
ey

2l

= (o]
gk =

7
7}

=
o

C18:2-GABA(0.5 ppm):

[0359]

23

A} A
H

~

® A,

=
o

C18:1-ACCA(1 ppm):

[0360]

~

k<1
=]

A} A
\a

7+

C18:1-ACCA(0.5 ppm):

[0361]

22 (3-in-1) ALl A

[0362]

H

A (2.1%9] A

)(13.2%9] AHo w7 71dEaL,

ST
=

A

2y

v

[0363]

(18:2-GABAZ 7}8it}.

[0364]

o

Aol 24

2~
L 9 A =

L8 A

=7,

o}

ToR

[0365]

#
o

ol

A
B
TR
A

T

[0366]

o

A7t

SEIEED

o]~ + (C18:2-GABA(1 ppm):

[0367]

3

Ak

EF(Tang) ol i

[0368]

Ton

2l

A

2y

E =AY

Foich.

3
J|

(Tang powdered) 2

[0369]

g A3

C18:2-Pro

Yol Al C18:2-GABA 2

o
i

o))
L

17kl Al

Fa
2]

efal

=
o

~ A

[0370]

i
m@

"] g,

3k

WA -

EEN

[0371]

o#m
o
=

gl

[0372]

o]~ + (18:2-GABA(0.5 ppm):

[0373]

o]~ + (C18:2-Pro(1 ppm):

S 3}

[0374]

s
N
e
7o

-

oW

=

[0375]
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[0376]

[0377]

[0378]

[0379]

[0380]
[0381]

[0382]

[0383]

[0384]

[0385]

[0386]

[0387]

[0388]

[0389]

[0390]

[0391]
[0392]

[0393]

[0394]

[0395]

S=50 10-2125587

Wa-gn 28 S5(8%9] AFoR 7tEH I, 0.1%9] AEEA 2 1%, 4% 2 6%2] AR . F2E5 i)

A W gm7h shei))ell C18:2-GABA % C18:2-Prog 1 AHAZ(#47) % =

Eo] UJ—_Q_ LI 7@ p/] /\] 7]— SEAN
|sal Getar 27kl Al 2 d skt

T-3Fu] 28 S8 (8% AFor s, 0.1%2 A EEA 2 199 732e Hu FAE 3

ZAel wa |zt 74 )l C18:2-GABA ! C18:2-ProE L AAZ(Ztzh) 2 %3gte

ol B 8%e A, 0.1%2] AEZAF 199 /ARE Wi FA(mg- e F2%), 0.05%9] Ha Fr)rp F

wojs: &g, Wil Al F, F5.

wWlo]2 + C18:2-Pro(0.5 ppm): © @&, T/ Zo, WS Fol B2 =4, 23 A&EHE 453, a1,
wWlo]2 + C18:2-GABA(1 ppm): A WA (fatty) 2=7Z1-FAF, wl§- Fo] B2 =74, A% 94x o, 84 ¢ g2
O~

=
Az, edf AEEE o o, A2 FRE T2

Hlo] A + (C18:2-Pro(0.5 ppm) 2 (€18:2-GABA(1 ppm): wj

o
EuE g9 9 oY A&HE g ok, TR T2 AE

¢

Ha-gr] 2Y 8800 AFor JhREal, 0.1%9] AEEA R 4% A3e gar

ol &, 8% A, 0.1%2] A|EZAF, 4% 7|33 Wal F£22(30% Ha¥ F22), 0.05%2] Wil gnjrt F

Wlol2: WEE, Wa A F, o e 4%

A=

Mol + C18:2-Pro(0.5 ppm) 911 © WEY, FF 2%, WS Fol Be 17, od Ak vy, A

=)

22+ (C18:2-GABA(1 ppm): AWa 271-FAF, vilg- Fo] B2 =7, A% 43 23, o8 X&5Hs 42
gk, FHE Fa AFRY 9 B A7

18:2-Pro(0.5 ppm) % C18:2-GABA(1 ppm): wi-9- Feo] B =7, @33, st I i 35,
ool A%E GEE 0 o A%HE Ba B, ERG P AT O BE A7

Wa-gkn] ~E %E(8%91 AFGoz 7tdE, 0.1%2] ANEZA 2 699 ARE W F gn (dar &) (0.05
=2 3f-3h)o C18:2-GABA E C18:2-ProE 1 AA=Z(ZAZ) % %oz 713itt,

, 8% A, 0.1%9] A EZ2F, 699 AR Wi FAERS F22), 0.05%9] W st Fojg .

HWlo] 2 + C18:2-GABA(1 ppm): AW 2Z71-FAF, w9 Ao Fol B =7, IAx dau g, o A&EHE
Wi gk, FRe

Hlo] 2 + C18:2-Pro(0.5 ppm) 2 C18:2-GABA(1 ppm): Fo] Be =72, 233 slx Ax Hiu 2, o
A&E s g2 9 oy X&HE Yo Uk, v Kl

e

[ HE
T T
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