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(R)-4-terc-Butil-3-(propanoil)oxazolidin-2-ona (2c)
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(R)-4-1sopropil-3-[(2R,3S)-3-hidroxi-2-metil-5-(4-metoxibenciloxi)pentanoil]Joxazolidin-2-ona
(3a)
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MG0803-j-12500-3-gHSQC
H1 / gHSQC / Mercury-400

cdd3/Temp: 25C /N reg: D-PCB020811182304
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(R)-4-terc-Butil-3-[(2R,3S)-3-hidroxi-2-metil-5-(4-metoxibenciloxi)pentanoil]oxazolidin-2-ona

(3¢)
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(R)-4-Fenil-3-[(2R,3S)-3-hidroxi-2-metil-5-(4-metoxibenciloxi)pentanoil]loxazolidin-2-
ona (3d)
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(R)-4-Isopropil-3-[(2R,3S)-3-Hidroxi-2-metil-5-triisopropilsililoxipentanoil]oxazolidin-
2-ona (3f)
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MG0903-ji-144-5-C13 2000
C13 / 2pul / Meraurg-400
cdd3/Temp: 25C /N —feg: N-PCB020911115827

Usuari: ad / Mostra: j-144-5

Nom: JANIRE LAMARIANO MERK™ "~

Data:03/09/11 / Sist automatic J

15378
7121
—63.43
6242
—5857
—43.03
—36.29
—2854
18.11
1204
1196

/M:ﬂ-‘o
<L

6500

6000

TIPSO. N

5500

5000

~4500

4000

3500

3000

2500

2000

| 1500

1000

500

r-500

r T T T T T T T T T T T T T T T T T 1
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)

10



f1 (ppm)

3
w A 1
MG0903-j-144-5-gHSQC
H1 / gHSQC / Mercury-400
cdd3/Temp: 25C /N reg: N-PCB020911115827 o
Usuarni: ad / Mostra: j-144-5
Nom: JANIRE LAMARIANO MERKETEGI
Data:03/09/11 / Sist automatic L1o
—_— .-
e L}
e *
20
— = . 30
5
40
—_— -
50
— e
60
— w -
£ = 70
e
T T T T T T T T T T T
5.0 4.5 4.0 3.5 3.0 2.0 1.5 1.0 0.5 0.0

2.5
f2 (ppm)

(R)-4-Bencil-3-[(2R,3S)-3-hidroxi-5-triisopropilsililoxi-2-metilpentanoilJoxazolidin-2-
ona (3g)

MG0903-jI-145-6-H1
H1/ 2pul / Meraury-400 1700
cdd3/Temp: 25C /N reg: N-PCB020911115827
Usuari: ad / Mostra: j-145-6 1600
Nom: JANIRE LAMARIANO MERKFTF=T
Data:03/09/11 / Sist automatic ” l1500

TIPSO. A/\ 0

39 +1300

1400

1200
1100
1000
900
800
700
600
500
400
300

200

100
" 0

o L e SR O ™A H-100
g = A s = 2

r T T T T T T T T T T T T T T T T T
0.0 95 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.0 3.5 3.0 25 2.0 1.5 0 0.5 0.0 -05  -1.0

4.5
f1 (ppm)
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MG0903-jl-145-6-H1

H1 / s2pul / Meraury-400

cdd3/Temp: 25C /N reg: N-PCB020911115827
Usuari: ad / Mostra: jl-145-6

Nom: JANIRE LAMARIANO MERKFTF=T

Data:03/09/11 / Sist automatic %
TIPSO. |~r\ 0

wq E=—

1700

1600

1500

1400

1300

1200

1100

1000

900

800

700

600

500

400

300

200

100

r-100

18.10

—66.25
—62.69
—55.51
—43.12
—=37.96
~~36.18

i T

r T T T T T T T T T T . T
0.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 S. S. 4.5 4,

f1 (ppm)
MG0903-jl-145-6-C12 S -
C13 / S2pul / Meraung-400 2 ;
cdd3/Temp: 25C /N feg: N-PCB020911115827 |
Usuarni: ad / Mostra: jl-145-6
Nom: JANIRE LAMARIANO MERKFTF=T
Data:03/09/11 / Sist automatic

TIPSO.
H
39
]
|
|
I L

Y ka i it iy

9000

8000

7000

(6000

5000

4000

3000

2000

1000

T T T T T T T

190 180 170 160 150 140 130

T T T
120 110 100
f1 (ppm)

12



TIPSO @0
H (o]
39
L
MG0903-jl-145-6-gHSQC Lo
H1 / gHSQC / Mercury-400
cdd3/Temp: 25C /N reg: N-PCB020911115827 Lo
——% Usuari: ad / Mostra: j-145-6 e
Nom: JANIRE LAMARIANO MERKETEGI B
Data:03/09/11 / Sist automatic ) 20
4 ’ o L30
— “ - =l L]
| . 40
¢ 50
) 60
- - §
— -
- 70
— ) 80
. 90
" 100
110
120
o i 130
_‘
140
T T T T T T T T T T T T T T T T T |
85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 00
f2 (ppm)

13

f1 (ppm)



(R)-4-terc-Butil-3-[(2R,3S)-3-hidroxi-5-triisopropilsililoxi-2-metilpentanoil]oxazolidin-2-ona (3h)

M400APCB_03092014_]1-146-4-H1_rep_22_10_13
Submitq / 400

cdd3 / Temp: 25C/ N.Reg: XXO00000XX

Usuarni: ad / Mostra: JL-146-4

Nom: JANIRE LAMARIANO MERK >/

Data: 03/09/14 / Ope.: J.LAMAR] .
TIPSO\/T'IQO
H o]

3h

4000

3500

3000

2500

-2000

+-1500

1000

500

0.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0

M400APCB_0309201#_JL-146-4-C13
Submitq/ 400 &

cdd3 / Temp: 25C/—fl.Reg:

Usuari: ad / Mostra: JL-146-4

Nom: JANIRE LAMARIANO MERK >/

Data: 03/09/14 / Ope.: J.LAMAR] 3
H o]

3h

154.28

—70.79
—65.35
_-62.26
~—60.88
—a2.97
P

35.99
—25.77
1269
1197

~24000

{-22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

t--2000

r T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 _ 100
f1 (ppm)

14



D U N |

M400APCB_04092014_JL-1464-gHSQC
Submitq / 400

cdd3 / Temp: 25C / N.Reg: XXO00OXX
Usuari: ad / Mostra: JL-146-4

Nom: JANIRE LAMARIANO MERKETEGI
Data: 03/09/14 / Ope.: J.LAMARIANO

Wl

-0

f1 (ppm)

40

5.0 4.5 4.0

(R)-4-Fenil-3- [(2R,3S)-3-hidroxi-5-triisopropilsililoxi-2-metilpentanoilJoxazolidin-2-ona (3i)

M400APCB_01092014_JL-44-3-H1
Submitq / 400

cdd3 / Temp: 25C/ N.Reg: XX00O00KX
Usuari: ad / Mostra: JL-44-3

Nom: JANIRE LAMARIANO MERKFTF:T

Data: 01/09/14 / Ope.: J.LAMAR. Ph

"pSO\/TLg/NI/\O
X
H o

3i

473 -

100 5

mi =
104 1

1800

1700

1600

1500

1400

1300

1200

1100

1000

900

800

700

600

500

400

300

200

100

e
b

3.00
1859

-0

100

wn o9 T

0.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0

[

2 29



M400APCB_01092014 JL-44-3-C13 8 sg3 cE @ _— -
Submitg / 400 = g g8 22 o o s = = 23000
cdd3 / Temp: 25C/ IY.Reg: X30000000KK | \’ /! \Yi T | | | | 122000
Usuari: ad / Mostra: JL-44-3
Nom: JANIRE LAMARIANO MERKETERT 121000
Data: 01/09/14 / Ope.: J.LAMAR: Ph, -
+20000
TIPSO, N_P°
X +19000
H (o]

r T T T T T T T T T T T T T T T T T T T 1
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0

f1 (ppm)
Ph,
f\o
TIPSO. NW(
H (o]
3i

1

M400APCB_01092014_]L-44-3-gHSQC '
Submitq / 400 Lo
cdd3 / Temp: 25C / N.Reg: XXO00OXX
Usuari: ad / Mostra: JL-44-3 : L
—————F  Nom: JANIRE LAMARIANO MERKETEGI . 19
Data: 01/09/14 / Ope.: J.LAMARIANO -l 50
30
_— a
' 40
— -
Y 50
— - —_
=1 e B 60 g_
S
= L 70 o
. [-80
90
(~100
110
A 120
— - 130

T T T T T T T T T T T T T T T T
75 7.0 6.5 6.0 5.5 5.0 4.0 3.5 3.0 2.5 2.0 15 1.0 05 0.0
f2 (ppm)

16



(R)-4-Fenil-3-[(2R,3S)-3-hidroxi-2-metil-5-(4-metoxibenciloxi)pentanoil]oxazolidin-2-

tiona (3j)
M400APCB_01092014_JL-147-1-H1
Submitq / 400 1900
cdd3 / Temp: 25C/ N.Reg: XXO0O00KX
Usuari: ad / Mostra: JL-147-1 ~1800

Nom: JANIRE LAMARIANO MERKETECT

Data: 01/09/14 / Ope.: J.LAMAR] f\ t-1700
TIPSO. N_P°

L1600

1500
1400
1300
1200
1100
1000
900
800
700
600
500
400
300

200

N N N k__;_____:,oo

-100

—

403 ~J
119 #
089 —=

201
1.16 —x
TRTRE
1
=

3.00
mn;

2 4361

o (257 4
12

0.0 9.5 9.0 8.5 8.0 7. 3.5 3.0 25 2.0 1.5

[
~
o
o
w
o
=}
[
w

5.0 4.

4.5
f1 (ppm)

M400APCB_@3092014_JL-147-1-C13 124000
Submitq / 409 2 [
cdd3 / Temp} 25C/ N.Reg: XO000000X 23000
Usuani: ad / Mostra: JL-147-1 122000
Nom: JANIRE LAMARIANO MERKETERT
Data: 03/09/14 / Ope.: J.LAMAR]

—13876
L1
129.03
™~-12597
—73.90
~71.89
62.77
6255
—322
—36.14
—18.12
1193
RSTE

<

)
=

21000
20000

TIPSO.

F

~19000

X
(e
o

18000

=

+17000
| +16000
+15000
14000
+13000
+12000
111000
110000
L9000
L8000
L7000
6000
5000
4000
3000
! t 2000
+1000
NNyl -o
+-1000
L2000

r T T T T T T T T T T T T T T T T T T T 1
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)

17



"

M400APCB_03092014_JL-147-1-gHSQC

100

r110

120

130

Submitq / 400
cdd3 / Temp: 25C / N.Reg: X0000XXX
Usuari: ad / Mostra: JL-147-1 e
T 1 Nom: JANIRE LAMARIANO MERKETEGI

Data: 03/09/14 / Ope.: J.LAMARIANO -<4—

— .

— -

JE—— -
- T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f2 (ppm)

~140

f1 (ppm)

(R)-4-Bencil-3-[(2R,3S)-3-trietilsililoxi-5-triisopropilsililoxi-2-metilpentanoil]oxazolidin-2-ona

(5a)

mercury400_1201-)1-222-2C-H1

H1 / Mercury-400

cdcl3 / Temp: 25C / N.Reg: X0000000KX
Usuari: ad / Mostra: 11-222-2C

Nom: JANIRE LAMARIANO MERKETEGI

Data: 01/12/11 / Ope.: J.LAMARIZ Bn
TIPSO, N\‘(0
TESO 0 O
5a
L9,
o y W - - g b
5 s ssz 3 3 g gfs =
- 2 2% 2 s 2 =82 ©§
‘ - ; - - T - T : - - ; - T : - T ; r - )
1.0 9.5 9.0 8.5 8.0 7.5 70 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 -1
f1 (ppm)

18



mercury400_1201-J1-222-2-C13

2 s a8% g€ 3 5@ 35 5 89 oa
H1/Mercury400 & 2 8 &8&R e e = §ﬁ§ s oo 33
cdcl3 / Temp: 25C / NjReg: X00000000X | | N7 (1 . [N RVARY
Usuari: ad / Mostra: J1-222-2
Nom: JANIRE LAMARIANO MERKETEGI
Data: 01/12/11 / Ope.: J.LAMARIA Bn,
)/\o
TIPSO, N\‘(

TESO O ©
5a

12000

11000

10000

9000

(8000

7000

6000

5000

4000

3000

2000

1000

0

1000

T T T T

T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10

f1 (ppm)
Bn,
!/\0
TIPSO. N\(
TES! o
S5a

mercury400_1201-)1-222-2-gHSQC
H1 / Mercury-400

cdcl3 / Temp: 25C/ N.Reg: X0O00C0XXX

Usuari: ad / Mostra: JL-222-2 = -
Nom: JANIRE LAMARIANO MERKETEGI

Data: 01/12/11 / Ope.: J.LAMARIANO

-

f1 (ppm)

100

110

120

r130

75 7.0 6.5 6.0 5.5 5.0 4.5 3.5 3.0 25 2.0 1.5 1.0 0.5

4.0
f2 (ppm)

19



(2S,3S)-3-Trietilsililoxi-5-triisopropilsililoxi-2-metilpentan-1-ol (6a)
mercury400_1212-J1-229-1-H1

H1 / Mercury-<400

cdcl3 / Temp: 25C / N.Reg: X000000CXX

Usuari: ad / Mostra: J1-229-1

Nom: JANIRE LAMARIANO MERKETEGI

Data: 12/12/11 / Ope.: J.LAMARIANO

TIPSO. OH

TES
6a

1.00
328 +
1.07
2.26

1.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0

N 1096

4.5
f1 (ppm)

mercury400_1212-J1-229-1-C13 2 8 = : 2 2 gw .
H1 / Mercury<400 g 2 g a9 g a8 25
cdcl3 / Temp: 25C / N.Reg: YX000000CXKX | (- [ (IR VRN

Usuari: ad / Mostra: J1-229-1
Nom: JANIRE LAMARIANO MERKETEGI
Data: 12/12/11 / Ope.: J.LAMARIANO

TIPSO. OH

TES
6a

r T T T T T T T T T T T T T T T T T T T 1

0 190 180 170 160 150 140 130 120 110 _ 100 90 80 70 60 50 40 30 20 10 «
f1 (ppm)

20



TIPSO. OH
TES

e e

mercury400_1213-J1-229-1-gHSQC
H1 / Mercury-400 ro
cdcl3 / Temp: 25C/ N.Reg: X0O0000XX

Usuari: ad / Mostra: JL-229-1 . -
Nom: JANIRE LAMARIANO MERKETEGI -

Data: 12/12/11 / Ope.: J.LAMARIANO L10

T T T T T T T T T T T T T T T T T T T T T T T T
48 46 44 42 40 38 3.6 34 32 3.0 28 26 24 22 20 18 16 14 1.2 1.0 08 0.6 04 0.2
f2 (ppm)

(2R,3S)-3-Trietilsililoxi-5-triisopropiloxi-2-metilpetan-1-al (4a)

mercury400_1214-JL-233-1-H1
H1 / Mercury-400 2400
cdd3 / Temp: 25C/ N.Reg: X0000000XX 2300
Usuari: ad / Mostra: JL-233-1
Nom: JANIRE LAMARIANO MERKETEGI 2200
Data: 14/12/11 / Ope.: J.LAMARIAD

TIPSO, H [2100
2000

TES
4a 1900
1800
1700
1600
1500
1400
1300
1200
1100
1000
900
800
700
600
500
400
300
200

~100
LLJL H

-100

L
-
=

093 =
09 -
209 =
2498~
9.28
6.26

-200

r T T T T T T T T T T T T T T

0.0 95 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.0 3.5 3.0

N 1101 3
2.16

n
N
o
-

w
o

=)
o
[
o
=)
o
w
L
o

4.5
f1 (ppm)

21

f1 (ppm)



mepgury400_1214-JL-233-1-C13
H1 ¥ Mercury-400
cddp / Temp: 25C/ N.Reg: XX0000000XK
Usuari: ad / Mostra: JL-233-1
Nom: JANIRE LAMARIANO MERKETEGI
Data: 14/12/11 / Ope.: J.LAMARIAN
TIPSO, H

TES
4a

69.25
—59.88
~—51.60

3759
—17.98

—11.93

Wk

779
6.83
~5.04

13000

12000

11000

{10000

9000

8000

7000

~6000

5000

4000

3000

2000

1000

T T T T T T T
200 190 180 170 160 150 140

TIPSO\/\A/H}/ H
TES
4a

T

T T T
130 120 110 100

0

f1 (ppm)

90 80 70 60 50 40 30 20 10
f1 (ppm)
s L -
mercury400_1215-J1-233-1-gHSQC
H1 / Meraury-400
cdd3 / Temp: 25C / N.Reg: X00O000XXX
Usuari: ad / Mostra: JL-233-1 ' .
Nom: JANIRE LAMARIANO MERKETEGI e
Data: 14/12/11 / Ope.: J.LAMARIANO .
-
-
-
-
-
T T T T T T T T T T T
5.0 4.5 4.0 3.5 3.0 2.5 15 1.0 0.5 0.0
f2 (ppm)

22



(R)-4-Bencil-3-[(2R,3S)-5-triisopropilsililoxi-2-metil-3-(4-
metoxibenciloxi)pentanoil]loxazolidin-2-ona (5b)

mercury400_0613-JL-340-1-H1
Submitq / Mercury-400 1500
cdd3 / Temp: 25C/ N.Reg: XX00O00KX
Usuari: ad / Mostra: JL-340-1 L1400
Nom: JANIRE LAMARIANO MERKETECT B
Data: 13/06/12 / Ope.: J.LAMAR o7 —
Tlpsovhn W{O +1300
PMB o +1200
5b
1100
1000
900
800
+700
+600
500
400
300
200
+100
LM L i L
Ly s b3 A TR Y 4 | T Tyt rA
g 3 3383385 3 8 58 83z 100
n___= Z“23dcssees = s o -
T T T T T T T T T T T T T T T T T T T T T 1
95 90 85 80 75 70 65 60 55 50 40 35 30 25 20 15 1.0 05 00 -05 -10

mercury400_0613-JL-340-1-C13 g 2 o m wes — e F1E+05
Submitg  Mercury 408 -
cdd3/Temp:25c/N|Reg:>oooooopoo<| il | (RN 18§ 1\
Usuani: ad / Mostra: JL-340-1 L1E+05
Nom: JANIRE LAMARIANO MERKETECT 8
Data: 13/06/12 / Ope.: J.LAMAR o7 —
TIPSOVhN W{O H1E+05
PMB 0o
5b 90000
80000
! 70000
60000
50000
40000
30000
!
| ' ! {q | t~20000
! 1
!
! ]
10000
" L okt Lo
F-10000
r T T T T T T T T T T T T T T T T T T T 1
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0

f1 (ppm)

23



=% I |

5b
mercury400_0613-]L-340-1-gHSQC
Submitq / Mercury-400 . o
cdd3 / Temp: 25C / N.Reg: XXOG0OXX 2
Usuari: ad / Mostra: JL-340-1 ) L1o
—==%  Nom: JANIRE LAMARIANO MERKETEGI «©
Data: 13/06/12 / Ope.: J.LAMARIANO ‘ L5
' 30
— i ‘
Pl— " "
p— - (40
50
— - 1
—_— - 60 E
— . g
— - 7 =
— . "
[-80
y [~90
[~100
110
_ .
120
— . |
—— - 130

T T T T T T T T T T T T T T T T T T T
8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 25 2.0 1.5 1.0 05 0.0 05
f2 (ppm)

(25,3S)-5-Triisopropilsiloloxi-2-metil-3-(4-metoxibenciloxi)pentan-1-ol (6b)

mercury400_0620-JL-346-1-H1
Submitq / Mercury-400 4000
cdd3 / Temp: 25C/ N.Reg: XO00000OX
Usuari: ad / Mostra: JL-346-1
Nom: JANIRE LAMARIANO MERKETEGI
Data: 20/06/12 / Ope.: J.LAMARIA
TIPSO, OH 3500
PMB:
6b
3000
2500
2000
1500
1000
500
l | I b B
¥ f " i i fob
s R a8 HIRIS 32 3 e=eg
r T T T T T T T T T T T T T T T T T T T T T 1
0.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.0 335 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5  -1.0

4.5
f1 (ppm)

24



mercury400_0620-JL-343-1-C13

Submitq / Mercury-400

cdd3 / Temp: 25C/ N.Reg: XOO0OQUKX

Usuari: ad / Mostra: JL-343-1

159.39
~13067
-12968

11397

Nom: JANIRE LAMARIANO MERKETEGI
Data: 19/06/12 / Ope.: J.LAMARIA

TIPSO, OH
PMB
6b

—79.20
—N»
—66.22
—60.31
—55.39
36 .92
—33.34
-~18.19

12.41

12.12

<

F1E+05

r1E+05

90000

80000

70000

60000

50000

40000

30000

20000

10000

r0

-10000

r T T T
200 190 180 170

TIPSO.
PMB

Ll

(I

|

T T T T T T T
160 150 140 130 120 110 _ 100
f1 (ppm)

OH

mercury400_0620-JL-343-1-gHSQC
Submitq / Mercury-400

cdd3 / Temp: 25C / N.Reg: XX0000000X
Usuari: ad / Mostra: JL-343-1

Nom: JANIRE LAMARIANO MERKETEGI
Data: 19/06/12 / Ope.: J.LAMARIANO

r-10

f1 (ppm)

100

110

120

130

8.0 7.5 7.0 6.5 6.0 55 5.0

25

140



(25,3S)-5-Triisopropilsiloloxi- 2-metil-3-(4-metoxibenciloxi)pentan-1-al (4b)

mercury400_0703-JL-357-1-H1
Submitq / Mercury-400 |
cdd3 / Temp: 25C/ N.Reg: 0000000 1300
Usuari: ad / Mostra: JL-357-1
Nom: JANIRE LAMARIANO MERKETEGI L1200
Data: 03/07/12 / Ope.: J.LAMARIAM
TIPSO\/ﬁH
PMB 1100
4b
1000
900
800
700
600
500
400
~300
200
100
) L_.__A__)AJ Lo
i L S 't %9 T = 2
= s 8 2 8 3 8 R a8re 100
° = J | SR — s = o=
r T T T T T T T T T T T T T T T T T T T T T 1
0.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 -1.0
f1 (ppm)

(35,4S5)-4-Trietilsililoxi-6-triisopropilsililoxi-3-metilhexan-2-ol (S5)

mercury400_0116-JL-244-1-H1 2800
H1 / Mercury-400
cdd3 / Temp: 25C/ N.Reg: XX00O00KX L2600
Usuari: ad / Mostra: JL-244-1
Nom: JANIRE LAMARIANO MERKETEGI
Data: 16/01/12 / Ope.: J.LAMARIAN o200
TIPSO\/TK‘/
TES! OH L2200
$5
[~2000
1800
1600
1400
1200
1000
800
600
400
200
L A . L
ey Y /‘0)‘\"&\"&
gg 8 88 83838 F-200
s - -~ o nSnoms
r T T T T T T T T T T T T T T T T T T T T T 1
0.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -05  -1.0
f1 (ppm)
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f1 (ppm)

mercury400_0130-j-253-2-C13 2 2 2e 2w 25 __J
H1 / Mercury-400 N 3 R 22 2% Sodiseo
cdd3 / Temp: 25C/ N.Reg: XX000000XX i il Y &=
Usuarni: ad / Mostra: jl-253-2
Nom: JANIRE LAMARIANO MERKETEGI 14000
Data: 30/01/12 / Ope.: J.LAMARIAN
TIPSO, | 13000
TES OH
s5 12000
11000
10000
9000
8000
7000
| +6000
5000
1
+4000
3000
2000
+1000
]
+-1000
T T T T T T T T T T T T T T T T T T T T 1
200 190 180 170 160 150 140 130 120 110 _ 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)
TIPSO.
TES OH
S5
VN . )
mercury400_0130-j-253-2-gHSQC
H1 / Meraury-400 0
cdd3 / Temp: 25C / N.Reg: XXO00O0X
———————==g  Usuari: ad / Mostra: jl-253-2 3 -
——§ Nom: JANIRE LAMARIANO MERKETEGI
¥ Dpata: 30/01/12 / Ope.: J.LAMARIANO s 1o
-
— % 20
30
-
— +40
Fs0
s 60
_ . 70
—3 -
f 8o
oo

4.4 4.0 3.6 3.2 2.8 1.6 1.2 0.8 0.4 0.0

24 2.0
f2 (ppm)
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(35,4S)-4-Trietilsililoxi-6-triisopropilsililoxi-3-metilhexan-2-ona (7)

mercury400_0201-j-256-2-H1

H1 / Mercury-400

cdd3 / Temp: 25C/ N.Reg: XXO0O00KX

Usuari: ad / Mostra: JL-256-2

Nom: JANIRE LAMARIANO MERKETEGI

Data: 01/02/12 / Ope.: J.LAMARIAN
TIPSO.

TES

L A__L L__._A_AA_JJ

2400
2300
2200
2100
+-2000
1900
1800
1700
1600
1500
1400
1300
1200
1100
1000
900
800
700
600
500
400
300
200
100

-100
-200

¥ ) X Y (i (i A o
g ® g s &y &= =w
a2 S 8 22 X2 R
T T T T T T T T T T T T T T T T T T T T T .
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00 -05 -L
f1 (ppm)

mercury400_0203-JL-256-2-C13

H1 / Mercury-408

cdd3 / Temp: 251 / N.Reg: XX0000000K

Usuari: ad / Mostra: JL-256-2

Nom: JANIRE LAMARIANO MERKETEGI

Data: 01/02/12 / Ope.: J.LAMARIAN
TIPSO.

3 g 3 T A soy
I [ I'N
TES

708
Zs25

T T T T T

230 220 210 200 190 180

T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)
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0 -10

13000

(~12000

11000

10000

9000

8000

7000

6000

5000

4000

3000

2000




TIPSO.

TES
7
1 A }h
mercury400_0201-JL-256-2-gHSQC
H1 / Meraury-400
cdd3 / Temp: 25C / N.Reg: X0O0000X
Usuari: ad / Mostra: JL-256-2
Nom: JANIRE LAMARIANO MERKETEGI
Data: 01/02/12 / Ope.: J.LAMARIANO
_
— |
__( e
] -
— L]
—3 .
B —————

-0

[-20

T T
75 70 6.5 6.0 L ) 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5
f2 (ppm)

29

f1 (ppm)



(5R 6S,7S)-1-terc-Butildifenilsililoxi-7-trietilsililoxi-3-hidroxi-9-triisopropilsililoxi-2,2,6-trimetilnon-3-ona
(10a(23R))

mercury400_0203-J1-258-3-H1

H1 / Mercury-400

cdcl3 / Temp: 25C / N.Reg: X0000000KX
Usuari: ad / Mostra: JL-258-3

Nom: JANIRE LAMARIANO MERKETEGI
Data: 03/02/12 / Ope.: J.LAMARIANC

TIPSO,
TES H T8S
10a(23R)

ooy - f— TR
8% 89 8 38 g8 3a%z3%:; e
= = an o S = = = R <
r T T T T T T T T T T T T T T T T T T T T T 1
0 95 90 85 80 75 70 65 60 55 50 40 35 30 25 20 15 10 05 00 -05 -1

4.5
f1 (ppm)
mercury400_og_03-l L-258-3-C13

238 8 g 0538% 828432 I.o: IE
H1 / Mercury-400 %23 8 ¢ 99N FUSISSSITE  ww
cdcl3 / Temp: F5C / N.Reg: X000C000XX \W It NSSY AN X

Usuari: ad / Mostra: JL-258-3
Nom: JANIRE LAMARIANO MERKETEGI
Data: 03/02/12 / Ope.: J.LAMARIANC

TIPSO,
TES H T8S
10a(23R)

T T T T T T T T T T T T T T T T T T T T T T T T T
230 220 210 200 190 180 170 160 150 140 130 120 110 _ 100 90 80 70 60 50 40 30 20 10 0 -10
1 (ppm
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TES H TBS
10a(23R)

mercury400_0203-]1-258-3-gHSQC
H1 / Mercury-400 o
cdcl3 / Temp: 25C/ N.Reg: X0O00COXXX
Usuarni: ad / Mostra: JL-258-3 » -
Nom: JANIRE LAMARIANO MERKETEGI ®
Data: 03/02/12 / Ope.: J.LAMARIANO & 10
L 4
& 20
o
® 30
= T
Q.
r40 S
@ - Fad
50
i 60
= ® 70
®
80
LI B B B B B B B B B B B B B B B B B B B B B
48 44 4.0 3.6 3.2 2.8 1.6 1.2 0.8 0.4 0.0

(55,6S,75)-1-terc-Butildifenilsililoxi-7-trietilsililoxi-3-hidroxi-9-triisopropilsililoxi-2,2,6-
trimetilnon-3-ona (epi-10a(23S))

mercury400_0206-]L-258-4-H1
H1 / Mercury-<400
cdcl3 / Temp: 25C / N.Reg: X0000000KX
Usuari: ad / Mostra: JL-258-4
Nom: JANIRE LAMARIANO MERKETEGI
Data: 06/02/12 / Ope.: J.LAMARIANO
TIPSO.

TESO  OH 8BS
epi-10a(23S)

TR T Y T

83 ®sg% 8 82 =283rsR=® R

- = o= = NS mmleaang "
‘ T T T T T T T T T T T T T T T T T T T T T 1
0 95 90 85 80 75 70 65 60 55 50 40 35 30 25 20 15 10 05 00 -05 -1

4.5
f1 (ppm)
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mercury400_0206-JL-258-4-C13

H1 / Mercury-480

cdcl3 / Temp: 35C / N.Reg: X3000000XX
Usuari: ad / Mostra: JL-258-4

Nom: JANIRE LAMARIANO MERKETEGI
Data: 06/02/12 / Ope.: J.LAMARIANO

TIPSO.
TESO  OH
opi-10a(235)

Fes @
Zdd s
=88 B
NV

—49.90
_-43.86
-43.05
—36.93

T T
230 220 210 200 190 180 170 160 150 140

TIPSO
TESO  OH 8BS

W

epi-10a(23S)

110 100 90 80 70 60

f1 (ppm)

mercury400_0206-]L-258-4-gHSQC

H1 / Mercury-400

cdc3 / Temp: 25C/ N.Reg: XXO00000KX
Usuari: ad / Mostra: JL-258-4

Nom: JANIRE LAMARIANO MERKETEGI
Data: 06/02/12 / Ope.: J.LAMARIANO

L1 1l |||L” |

o

32

f1 (ppm)



(5R,6S,7S)-1-terc-Butildifenilsililoxi-5-hidroxi-9-triisopropilsililoxi-2,2,6-trimetil-7-(4-

metoxibenciloxi)non-3-ona (10b(23R))

mercury400_0705-JL-359-7-H1
Submitq / Mercury-400
cdd3 / Temp: 25C/ N.Reg: XXO0O00KX
Usuari: ad / Mostra: JL-359-7
Nom: JANIRE LAMARIANO MERKETEGI
Data: 05/07/12 / Ope.: J.LAMARIANO
TIPSO.

PMB H T8S
10b(23R)

175 =
271 =

1232

9000

8000

7000

6000

5000

4000

3000

2000

1000

o=
==
o m

3.63

0.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0

mercury400_g705-JL-359-7-C13 2 sz
Submitq / Mefcury-400 a a2
cdd3 / Temp[25C / N.Reg: XX0000000K 1 W)
Usuari: ad / Mostra: JL-359-7
Nom: JANIRE LAMARIANO MERKETEGI
Data: 05/07/12 / Ope.: J.LAMARIANO
TIPSO.
PMB H TBS

10b(23R)

s LU S

N

11395
113.88

e

4.
pm)

=
=
T

.0

S 1607 —=

o

72.05
70.21
69.89

—55.40

894

~4.23

107

_-35.00
5.45

.\60453

_~77.06

Z

22000
21000
20000
19000
18000
17000
16000
15000
14000
13000
12000
11000
{~10000
9000
8000
7000
6000
5000
4000
3000
2000
1000
0
-1000

r-2000

T T T T T T T T T T T T

230 220 210 200 190 180 170 160 150 140 130 120f

100
(ppm)
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PMB! H TBS
10b(23R)
| 1

mercury400_0705-JL-359-7-gHSQC
Submitq / Mercury-400

cdd3 / Temp: 25C / N.Reg: X0000XXX
Usuari: ad / Mostra: JL-359-7 3
Nom: JANIRE LAMARIANO MERKETEGI & 2
Data: 05/07/12 / Ope.: J.LAMARIANO

——
»
.
-
L
- . >
-
-
i
.
-

100

110

120

130

T T T T T T T T T T T T T T T

3.0 2.5
f2 (ppm)

(58,6S,75)-1-terc-Butildifenilsililoxi-5-hidroxi-9-triisopropilsililoxi-2,2,6-trimetil-7-(4-

metoxibenciloxi)non-3-ona (epi-10b(23S))

mercury400_0705-JL-359-8-H1
Submitq / Mercury-400
cdd3 / Temp: 25C/ N.Reg: XC00000KX
Usuari: ad / Mostra: JL-359-8
Nom: JANIRE LAMARIANO MERKETEGI
Data: 05/07/12 / Ope.: J.LAMARIANO
TIPSO,

PMBO  OH T8S
epi-10b(235)

7500

7000

6500

6000

5500

5000

4500

4000

3500

3000

2500

2000

1500

1000

500

-0

-500

34

S bo2 —

-0.5

1
-1.0

f1 (ppm)



mercury400_§706-JL-359-8-C13

= ~% =
Submitg / Megcury-400 & ELs B ? =es sae g
cdd3 / Temp{j25C / N.Reg: XXX000000X v/ N 20N A&7

Usuari: ad / Mostra: JL-359-8
Nom: JANIRE LAMARIANO MERKETEGI
Data: 05/07/12 / Ope.: J.LAMARIANO
TIPSO,

PMBO  OH T8S
opi-10b(235)

-5.46

T T T T T T

T T T T T T T T T T T T T T
230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40

T

30 20
f1 (ppm)
TIPSO,
PMBO  GH 8BS
epi-10b(23S)
1
—4 mercury400_0706-JL-359-8-gHSQC
Submitq / Mercury-400
cdd3 / Temp: 25C / N.Reg: XXOG0OXX
Usuari: ad / Mostra: JL-359-8
—__¥ Nom: JANIRE LAMARIANO MERKETEGI
8 Data: 05/07/12 / Ope.: J.LAMARIANO
ot
— .
— -
—
— '
— P +
.
— .
T T T T T T T T T T T T T T T T T T
9.5 9.0 8.5 8.0 75 70 6.5 6.0 5.5 5.0 4.5 4.0 35 3.0 25 20 15 0.0
f2 (ppm)
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100

r110

120

(130

f1 (ppm)



(S)-2-Metoxi-2-fenilacetato de  (6S,7S)-1-terc-butilidifenilsililoxi-7-trietilsililoxi-9-triisopropilsililoxi-
2,2,6-trimetil-3-oxonon-5-ilo (S-epi-10aMPA)

mercury400_0327-JL-293-3-H1

H1 / Mercury-400

cdd3 / Temp: 25C/ N.Reg: XX00O00KX
Usuari: ad / Mostra: JL-293-3 TIPSO 750
Nom: JANIRE LAMARIANO MERKETEGI

Data: 27/03/12 / Ope.: J.LAMARIANO TES! TBS

800

700
650
~600
S-epi-10aMPA
550
500
450
400
350
300
250

200

150

100

=

v
4

2.40
5t
084
100 ~
1.94
174
383
1.08
09 —
207 ==

N o =

w
wn

3.0 25

=
-
17
{5
=)
=}
[
=)

mercury400_0327-JL-293-3-C13
H1 / Mercury-400

cdd3 / Temp: 25C/ N.Reg: XXC0000OX
Usuari: ad / Mostra: J1-293-3 TIPSO 14000
Nom: JANIRE LAMARIANO MERKETEGI
Data: 27/03/12 / Ope.: J.LAMARIANO TESH TBS | 13000

15000

12856
12750
—82.67
77.48
77.16
76 84
—73.55
_-70.09
6959
—60.25
[
57.44

s
S

12000
11000
S-epi-10aMPA
10000
9000
8000
7000
6000
5000

4000

3000

(2000

T T T T T T T T T T T T T T T T T T T T T T
160 155 150 145 140 135 130 125 120 115 ]f.lo(p )105 100 95 90 85 80 75 70 65 60 55
1 (ppm;
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TIPSO.
TES T8S
[¢] O
S-epi-10aMPA l
A
mercury400_0328-]1-293-5-gHSQC
H1 / Meraury-400 4 !
cdd3 / Temp: 25C / N.Reg: XX0O00OX < . 10
Usuari: ad / Mostra: JL-293-5
Nom: JANIRE LAMARIANO MERKETEGI by 20
Data: 27/03/12 / Ope.: J.LAMARIANO by
»
30
- a= 40
. 50
) '
- 60
- +70
80
!
: 90
100
110
120
: "
- 130
T T T T T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 00 -05 -10
f2 (ppm)

(R)-2-Metoxi-2-fenilacetato de
2,2,6-trimetil-3-oxonon-5-ilo (R-epi-10aMPA)

mercury400_0327-JL-293-5-H1 1300
H1 / Mercury-400
cdd3 / Temp: 25C/ N.Reg: XX000C00X
Usuari: ad / Mostra: JL-293-5 TIPSO. 1200
Nom: JANIRE LAMARIANO MERKETEGI
Data: 27/03/12 / Ope.: J.LAMARIANO TES TBS
1100
1000
R-epi-10aMPA 900
800
700
600
500
+400
300
+-200
100
! l JLJl_.____,ﬂ; L’ I L3
s ¥ Ty m ) o rH Y
&8 8 g8 28 8 8 g 8 +-100
~m = <o a- s = ESa< 2
r T T T T T T T T T T T T T T T T T T T T T 1
00 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 00 -0.5 -10
f1 (ppm)

37

f1 (ppm)

(6S,7S)-1-terc-butilidifenilsililoxi-7-trietilsililoxi-9-triisopropilsililoxi-



mercury400_0327-JL-293-%C13 3 23 &8 NeezeeL T 5 man sues o E
Wi/ Mercuy-400 % 3RRERREE 37§ 355 BREZ Fexmy [P
cdd3 /Temp: 25C/ N.Regy SRRt | N || | NI/ 'S NI
Usuani: ad / Mostra: JL-293-5 TIPSO. 14000
Nom: JANIRE LAMARIANO MERKETEGI
Data: 27/03/12 / Ope.: J.LAMARIANO TES TBS
13000
12000
11000
R-epi-10aMPA
10000
9000
8000
+7000
6000
5000
4000
3000
i 2000
1
! 1000
1 ]
-0
1 I
+-1000
r T T T T T T T T T T T T T T T T T T T |
200 190 180 170 160 150 140 130 120 110 _ 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)
TES TBS
oA O~
R-epi-10aMPA
mercury400_0328-]1-293-5-gHSQC
H1 / Meraury-400 : [0
cdd3 / Temp: 25C / N.Reg: X00O000XXX 3 s
Usuari: ad / Mostra: JL-293-5 i 15 1o
Nom: JANIRE LAMARIANO MERKETEGI >4
Data: 27/03/12 / Ope.: J.LAMARIANO " 20
Ve
30
2 e * 40
50
W
- 60
: ¥ : e &
S
' reo &
’ 90
100
F110
120
i : k130
! 140
150

T T T T T T T T T T T T T T T T T T T T T
9.0 85 80 75 7200 65 60 55 50 45 4.0 35 30 25 20 15 10 05 0o 05 <10
f2 (ppm)
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(5R,6S,7S)-1-terc-Butildifenilsililoxi-5,7-dihidroxi-9-triisopropilsililoxi-2,2,6-

trimetilnon-3-ona (10a(250H))

M400APCB_08112012_JL-417-3-H1
Submitq / Mercury-400
cdd3 / Temp: 25C/ N.Reg: XX00O00KX
Usuari: ad / Mostra: JL-417-3
Nom: JANIRE LAMARIANO MERKETEGI
Data: 08/11/12 / Ope.: J.LAMARIANO
TIPSO,

H OH TBS
10a(250H)

100 7~
125 <X

1

234 -

194

3200

3000

2800

2600

2400

2200

2000

1800

1600

1400

1200

1000

800

600

400

200

104
2.3 =

0.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5
f1 (ppm)

M4D0APCB_27072012_J1-378-2-C13
Supmitq / Mercury-400
cd@3 / Temp: 25C / N.Reg: XX0000000K
Usuari: ad / Mostra: JL-378-2
Nom: JANIRE LAMARIANO MERKETEGI
Data: 27/07/12 / Ope.: J.LAMARIANO
TIPSO,

H OH TBS
10a(250H)

o 227 7

w

—75 64

N7
7034

© 1576 —

=}

—63.26
49 95
4267
6.73
5.95
-5.47
-5.49

Nars1

—36.88
~-25.93
2151
_~18.12
—11.95

Vi
<

r T T T T T T T T T T T T

220 210 200 190 180 170 160 150 140 130 120 110 100
f1 (ppm)
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11000

10000

9000

8000

7000

6000

5000

4000

3000

12000

1000

r-1000




TIPSOM
H OH T8S

10a(250H)
M400APCB_27072012_JL-378-2-gHSQC
—4  Submitq / Mercury-400
cdd3 / Temp: 25C / N.Reg: XXOG0OXX i
Usuarni: ad / Mostra: JL-378-2 (-0
Nom: JANIRE LAMARIANO MERKETEGI
——===3 Data: 27/07/12 / Ope.: J.LAMARIANO K ®
. F10
]
P .
_ & 20
—_— "
30
. T
7 &
— ® - 40 &
— 50
E . 60
— Ead
:4: » » 70
—] -
—_—
80
T T T T T T T T T T T
4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5 0.0 05
f2 (ppm)
(3S5,6R,75)-1-terc-Butildifenilsililoxi-7-trietilsililoxi-3-hidroxi-9-triisopropiloxi-2,2,6-
trimetilnon-5-ona (11(215S))
M400APCB_27032013_JL-510-5-H1
Submitq / Mercury-400 L1900
cdcl3 / Temp: 25C / N.Reg: X000000CXX
Usuari: ad / Mostra: JL-510-5 L1800
Nom: JANIRE LAMARIANO MERKETEGI
Data: 27/03/13 / Ope.: J.LAMARIANO L1700
TIPSO.
1600
TES H OTBS
11(218) 1500
1400
1300
1200
1100
1000
900
800
700
600
500
400
300
200
1 F100
J TV \ sl Lo
L | A T AR f l-100
S8 g8 823 %8 8Inss &
T T T T T T T T T T T T T T T T T T T T T T
1.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 4.0 35 3.0 25 2.0 & 1.0 0.5 0. -0.5 -1.0

4.5
f1 (ppm)
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M400APCB_28§32013_]L-510-5-C13
Submitq / Mercury-400
cdd3 / Temp: 25C / N.Reg: XX0000000X
Usuari: ad / Mostra: JL-510-5
Nom: JANIRE LAMARIANO MERKETEGI
Data: 27/03/13 / Ope.: J.LAMARIANO
TIPSO,

TES H OTBS
11(215)

=553

59
7081
—59.90
—52.95
-5 .41
—37.48

/7336

0

T T T T T T T T T T T
230 220 210 200 190 180 170 160 150 140 130

TIPSO,
TES! H OTBS
11(218)
M400APCB_28032013_JL-510-5-gHSQC
Submitq / Mercury-400
cdd3 / Temp: 25C / N.Reg: XXOG0OXX
—— % Usuarn: ad / Mostra: JL-510-5
——3% Nom: JANIRE LAMARIANO MERKETEGI
Data: 27/03/13 / Ope.: J.LAMARIANO
e
—
— .
a—— - -
E

-0

T T T T T T T T
46 44 42 40 38 3.6 34 32

24000

22000

20000

18000

16000

14000

12000

10000

~8000

6000

~4000

2000

-2000

f1 (ppm)



(3R,6R,7S)-1-terc-Butildifenilsililoxi-7-trietilsililoxi-3-hidroxi-7-triisopropiloxi-2,2,6-

trimetilnon-5-ona (epi-11(21R))

M400APCB_27032013_JL-510-3-H1 2200
Submitq / Mercury-400 L2100
cdd3 / Temp: 25C/ N.Reg: XX00000KX
Usuari: ad / Mostra: JL-510-3 L2000
Nom: JANIRE LAMARIANO MERKETEGI
Data: 27/03/13 / Ope.: J.LAMARIANO L
/03/13 / Op TIPSO. 1900
TES OH OTBS 1600
1700
epi-11(21R)
1600
1500
1400
1300
1200
r1100
1000
900
800
700
600
500
~400
300
200
100
o
e X 7 e i ~-100
g% 383 283 88 3A%=EaR b
-6 ce—= —o —= doomaw o +-200
r T T T T T T T T T T T T T T T T T T T T T 1
0.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 -1.0
f1 (ppm)
M400APCB_02642013_JL-510-3-C13 EE ® @ B R &
Submitq / Mereury-400 SRR 3 8 8 A &
cdd3 /Temp:isc/ N.Reg: X000 N | | 1\ i 25000
Usuari: ad / Mostra: JL-510-3
Nom: JANIRE LAMARIANO MERKETEGI
Data: 02/04/13 / Ope.: J.LAMARIANO
2LSon TIPSO.
TES 6H OTBS
epi-11(21R) +-20000
1 15000
10000
5000
]
T T T T T T T T T T T T T T T T T T T T T T T T T
230 220 210 200 190 180 170 160 150 140 130 120f EO ) 100 90 80 70 60 50 40 30 20 10 0 -10
1 (ppm;
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TIPSO
TES 6H OTBS

epi-11(21R)

SR | T

0

(40

f1 (ppm)

——4 M400APCB_03042013_]L-510-3-gHSQC
Submitq / Mercury-400
cdd3 / Temp: 25C / N.Reg: X0000XXX
Usuari: ad / Mostra: JL-510-3
% Nom: JANIRE LAMARIANO MERKETEGI s
Data: 02/04/13 / Ope.: J.LAMARIANO b
JR——— -
R -
.
—3 >
4
/
va ’!
— 4
T J
— ’
— - '
— - '
-
o
— - . e ?
—_— !
.
.
X
T T T T T T T T T T T T T T T T T T T T T T T T T T
5.0 4.6 4.2 3.8 34 3.0 2.2 1.8 1.4 1.0 0.6 0.2

(3R,5R,6S,75)-1-terc-Butildifenilsililoxi-7-trietilsililoxi-9-triisopropilsililoxi-2,2,6-
trimetilnonil-3,5-diol (13)

mercury400_0712-J1-361-1-H1_rep_23_50_06
Submitq / Meraury-400
cdcl3 / Temp: 25C / N.Reg: XX00000KX
Usuari: ad / Mostra: JL-361-1
Nom: JANIRE LAMARIANO MERKETEGI
Data: 12/07/12 / Ope.: J.LAMARIANO
TIPSO\/M
TES! H OH OTBS
13

oA T PSS !
S R3Iag 235 Zszfagam R
N nNoo = - Ernfacms [
\ T T T T T T T T T T T T T T T T T T T T
0 95 90 85 80 75 70 65 60 55 50 35 30 25 20 15 1.0 05 0.0

4.5
f1 (ppm)

43



mercury400_0713-J1-361-1-C13
Submitq / Meraury-400

cdcl3 / Temp: 25C / N.Reg: Xo000000XX
Usuari: ad / Mostra: JL-361-1

Nom: JANIRE LAMARIANO MERKETEGI
Data: 12/07/12 / Ope.: J.LAMARIANO

Se2ZRRR a 23958 RZIRR2
SRREfes $ena  adcss
552 N7\

TIPSO !

TES H OH OTBS

—12.13
8.41
7.09

A

~—5.47

r T T T T

T T T T T T T T T T T T T

0 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)
TIPSO.
TES H H 8BS
13
,LJLUML 1
mercury400_0713-JL-361-1-gHSQC
Submitq / Mercury-400
cdcl3 / Temp: 25C/ N.Reg: XX00000XX Lo
Usuari: ad / Mostra: JL-361-1
Nom: JANIRE LAMARIANO MERKETEGI os o
Data: 12/07/12 / Ope.: J.LAMARIANO S
10
&
E o 20
°
o
- 30
+40
50
< 60
+70
- o
- 80
T T T T T T T T T T T T
5.5 5.0 4.5 4.0 35 3.0 2.5 20 1.5 1.0 0.5 0.0
f2 (ppm)
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f1 (ppm)



5,7-Acetonido de (3S,4R,5R,7S5)-9-(terc-butildimetilsililoxi)-3-trietilsililoxi-1-triisopropilsililoxi-
4,8,8-trimetilnonano-5,7-diol (14)

mercury400_0719-j-372-2-H1
Submitq / Mercury-400
cdd3 / Temp: 25C/ N.Reg: X000 -2800
Usuari: ad / Mostra: jl-372-2
Nom: JANIRE LAMARIANO MERKETEGI
Data: 19/07/12 / Ope.: J.LAMARIANO TIPSO, 2600
TES! 7< TBS 546
14 -2200
2000
1800
1600
1400
1200
1000
800
600
400
200
L -0
o S S | T o)\ B omat |
84538 3 ezaefasnany g 4%
ZSane o NonmEmeSmme o
r T T T T T T T T T T T T T T T T T T T T T |
00 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 00 -05 -L0
f1 (ppm)
mercury400_0719-j-372-1-C13 4 aNeo o R R ENNR RS o
Submitq / Mercury-400 s =232 3 ga s BasESssnNAD S 23000
cdd3 / Temp: 25C/ N.Reg: XX000C00X N \NE NIV b=
Usuari: ad / Mostra: ji-372-1
Nom: JANIRE LAMARIANO MERKETEGI
Data: 19/07/12 / Ope.: J.LAMARIANO TIPSO
TES \f( TBS
1
|
T T T T T T T T T T T T T T T T T T T T T T T T T
230 220 210 200 190 180 170 160 150 140 130 120 ; a&o ) 100 9 80 70 60 S0 40 30 20 10 0 -10
1 (ppm.
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TIPSO.
TES TBS

ro

-p

f1 (ppm)

[-50

T T T T T T T T
4.0 35 3.0 2.5 2.0 1.5 1.0 0.5
f2 (ppm)

5,7-Acetonido de (3S,4R,5R,7S)-9-(terc-butildimetilsililoxi)-4,8,8-trimetilnonano-1,3,5,7-tetraol
(se)

M400APCB_04122012_jl-429-1-H1
Submitq / Mercury-400

cdd3 / Temp: 25C/ N.Reg: XO00000OX L4500
Usuari: ad / Mostra: JL-429-1

Nom: JANIRE LAMARIANO MERKETEGI

Data: 04/12/12 / Ope.: J.LAMARIANO HOM
H 7< T8S +4000

S6
3500

3000
2500
2000
1500
1000

500

NTY Y TP N !
383 8% £ £92R2038 2
0.0 95 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 1.0
f1 (ppm)
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M400APCB_04122012_]1-429-1-C13 2 2893 § s Swsosbe - 8t
Submitq / Mercury-400 2 Sloze o §8 gZsggse B o
cdd3 / Temp: 25C/ N.Reg: XO00000X | 2 [ NN | Y H13000
Usuari: ad / Mostra: JL-429-1
Nom: JANIRE LAMARIANO MERKETEGI
Data: 04/12/12 / Ope.: J.LAMARIANO HO. 12000
H TBS
7X< 11000
S6
10000
9000
8000
7000
6000
|
5000
4000
3000
2000
: 1000
-0
r-1000
r T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 0 -10
f1 (ppm)
HO.
H :%< TBS
S6 “
M400APCB_04122012_J1-429-1-gHSQC
——g§ Submitq / Mercury-400
cdd3 / Temp: 25C / N.Reg: X0000XXX 1o
Usuari: ad / Mostra: JL-429-1
Nom: JANIRE LAMARIANO MERKETEGI
Data: 04/12/12 / Ope.: J.LAMARIANO
¥ 20
[ 3
—] " "
— - 30
— - -
— . Fao
— - 3
aQ
S
o
Fso
60
p— o~
= " =
70
— "
_— -
-
80
T T T T T T T T T T T T T T T T T T T T
4.4 4.0 3.6 3.2 2.8 12 0.8 0.4 0.0 -04

2.0
f2 (ppm)
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5,7-Acetodnido, 1,3-(p-metoxibenciliden)acetal de (35,4R,5R,7S)-9-(terc-butildimetilsililoxi)-

4,8,8-trimetilnonano-1,3,5,7-tetraol (15)

M400APCB_10122012_JL-431-1-H1 2800
Submitq / Mercury-400
cdd3 / Temp: 25C/ N.Reg: XX00O00KX L
Usuari: ad / Mostra: JL-431-1 2690
Nom: JANIRE LAMARIANO MERKETEGI
Data: 10/12/12 / Ope.: J.LAMARIANO 7< oTBS L2400
2200
15
< 2000
1800
1600
1400
1200
1000
+-800
~600
400
200
Il i I. I " l \ 1 L - Lo
i T | (e T O - T AP F |
2 3 2 2 SR338 8 2 SR82R333 2 +-200
- <& 3 S Mmoo c o SZiasimas a
r T T T T T T T T T T T T T T T T T T T T T
0.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 -1.0
f1 (ppm)
M400APCB_10122012_]1-431-1:C13 2 > o o 2235383 o m eeNmTmome® @ wn
Submitq / Mercury-400 & H S R RRS2RS8E B ¢ mpesames=s a5 st
cdd3 / Temp: 25C/ N.Reg: | 1 11 2 | T8 T S {
Usuari: ad / Mostra: JL-431-1
Nom: JANIRE LAMARIANO MERKETEGI
Data: 10/12/12 / Ope.: J.LAMARIANO
/12/12 / Op OTBS
7< +30000
15
& +25000
t-20000
I
15000
10000
|
1
1 i | ft !
1§
' I
| ! 5000
|
]
| " . | J | s
T T T T T T T T T T T T T T T T T T T T T T T T
230 220 210 200 190 180 170 160 150 140 130 120f 110 100 90 80 70 60 50 40 30 20 10 0 -10
1 (ppm)
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MTBS

K

L

M400APCB_10122012_J1-431-1-gHSQC
Submitq / Mercury-400

cdd3 / Temp: 25C / N.Reg: X0000XXX
Usuari: ad / Mostra: JL-431-1

Nom: JANIRE LAMARIANO MERKETEGI
Data: 10/12/12 / Ope.: J.LAMARIANO

[-100

r110

120

130

5,7-Acetonido de
trimetilnonano-1,3,5,7-tetraol (16)

M400APCB_19022014_JL-738-1-H1
MTBS

Submitq / 400

cdcl3 / Temp: 25C / N.Reg: X0000000KX
Usuari: ad / Mostra: JL-738-1

Nom: JANIRE LAMARIANO MERKETEGI
Data: 19/02/14 / Ope.: J.LAMARIANO

4.5

T T
4.0 3.5
f2 (ppm)

0.0

T
0.5 -1.0

~140

f1 (ppm)

(3S,4R,5R,75)-9-(terc-butildimetilsililoxi)-3-(4-metoxibenciloxi)-4,8,8-

16
=
Lo o

oo i i NUdh W ¥ T N Y '

8 3 2 R8I ¥ 8RNGLexy 8

™ ~ ~ omno =0 N O MmOome=mNonNm wn
T T T T T T T T T T T T T T T T T T T T T 1
0 95 90 85 8.0 7.5 720 65 60 55 50 45 35 30 25 20 15 1.0 05 00 -05 -1

f1 (ppm)
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M400APCB_20022014_)L-738-1-C13g s 3 - FRETRREE & = o - -~
Submitq / 400 3 28 5 g SsEe=258 X § s 3 B
cdcl3 / Temp: 25C / N.Reg: X00000030XX 37 T T RERFRTLE T T 17 T [V
Usuari: ad / Mostra: JL-738-1
Nom: JANIRE LAMARIANO MERKETEGI
Data: 19/02/14 / Ope.: J.LAMARIANO

H TBS L)

>

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1
1 (ppm)

M400APCB_20022014_]L-738-1-gHSQC
Submitq / 400

cdc3 / Temp: 25C/ N.Reg: XXO00000X . 10
Usuari: ad / Mostra: JL-738-1

Nom: JANIRE LAMARIANO MERKETEGI "
Data: 19/02/14 / Ope.: J.LAMARIANO

.o
T
N
153

f1 (ppm)

100

r110

r120

L2 130

90 85 80 725 70 65 60 55 50 45 40 35 3.0 25 20 15 1.0 05 0.0 -05 -1.0
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)

TBS

é) K
~ L_] A NE

M400APCB_20022014_JL-738-1-gHMBC ! -
Submitq / 400 H -0
cdcl3 / Temp: 25C/ N.Reg: X0O0000XX
Usuari: ad / Mostra: JL-738-1
Nom: JANIRE LAMARIANO MERKETEGI - & o= - & - t-20
Data: 19/02/14 / Ope.: J.LAMARIANO = { .
-
- 40
E g 60
— ~ - .o
T
: &
—3 e S F00 3
I -
120
»: - e
r140
a2 i . . 160
} 180

T T T T T T T T T T T T T T T T T T T
85 8.0 75 7.0 65 6.0 55 S0 45 40 35 30 25 20 15 1.0 05 00 -05
f2 (ppm)

5,7-Acetdnido de (35,4S,5R,7S)-9-(terc-butildimetilsililoxi)-5,7-dihidroxi-3-(4-
metoxibenciloxi)-4,8,8-trimetilnonanal (17)

M400APCB_21022014_JL-740-1-H1
Submitq / 400
cdd3 / Temp: 25C/ N.Reg: X0O000000X
Usuari: ad / Mostra: JL-740-1
Nom: JANIRE LAMARIANO MERKETEGI 4000
Data: 21/02/14 / Ope.: J.LAMARIANO |
7< TBS
17 3500
~
3000
2500
2000
1500
+-1000
500
J U - o
& L L e o A P ek Eo b :
2 a A 3 FIehN & o S S SI8=23¢RY g
r T T T T T T T T T T T T T T T T T T T T T 1
335 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5  -1.0

00 95 90 85 80 75 70 65 60 55 50 45 40
f1 (ppm)
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M400APCB_22022014 31-740-1-C13 = 23 2 - T — T —— .
Submitq /400 & i 2 3 SN F Vubpnns =
cdd3 / Temp: 25C / N.Reg: X0000000K 1 \ | NNV | I8N SN | Y
Usuari: ad / Mostra: JL-740-1 45000
Nom: JANIRE LAMARIANO MERKETEGI
Data: 21/02/14 / Ope.: J.LAMARIANO |
TBS
7< 40000
17
35000
~
30000
25000
I
+20000
1
15000
1
| | : 11 | " | 10000
1 |
1 |
i ' +s000
| L . .
--5000
T T T T T T T T T T T T T T T T T T T T T T T T T
230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 S0 40 30 20 10 0 -10
f1 (ppm)
|
7< TBS
17
~N
——{ M400APCB_22022014_JL-740-1-gHSQC
Submitq / 400 o
cdd3 / Temp: 25C / N.Reg: XX0O0000X
——3 Usuarni: ad / Mostra: JL-740-1 . 10
Nom: JANIRE LAMARIANO MERKETEGI
=== Data: 21/02/14 / Ope.: J.LAMARIANO i .} L20
|
— i S 30
P
— * 40
50
J— .
60
= »oTa 7§
teo &
i 90
100
110
-
120
—_— - 130
140
150
T T T T T T T T T T T T T T T T T T T
85 80 75 70 65 60 55 5.0 35 30 25 20 15 10 05 00 -05

52

4.5 4.0
f2 (ppm)



5,7-Acetonido del (6S,7S,8R,10S)-12-(terc-butildimetilsililoxi)-8,10-dihidroxi-4-(trietilsililoxi)-
7,11,11-trimetil-2-metiliden-6-(4-metoxibenciloxi)dodecanoato de etilo (18)

M400APCB_20032014_JL-760-2-H1 {2300
Submitq / 400 L2200
cdd3 / Temp: 25C/ N.Reg: XX00O00KX
Usuari: ad / Mostra: JL-760-2 o L2100
Nom: JANIRE LAMARIANO MERKETEC
Data: 19/03/14 / Ope.: J.LAMARIANO o 2000

7< +1900
18 1800
+1700
~ 1600
+1500
1400
1300
+1200
1100
1000
+900
+800

700

600
500

400
300
200
100

r-100

40
203 =

106 —=

095 I =
9.38

579 /<

652 A

t-200

3.1 —1
1190-J
573

o 1196

=)
=)
©
w
©
o
®
w
©
o
~N
wn
~
o
o
W
o
o
w
w
v
o
»
o
w
w
w
=)
N
©n
~
o
e
w

M400APCB_20032014_JL-760-2-C13

Submitq / 400

cdd3 / Temp: 25C/ N.Reg: XX00O00KX
Usuari: ad / Mostra: JL-760-2 o

© o
........ Eﬂ§$: 128000

—167.14
—159.09
-137.79

~—41.04
~~38.67

30

26

0

9

9

8

4

0

Nom: JANIRE LAMARIANO MERKETEC A~ -26000
Data: 19/03/14 / Ope.: J.LAMARIANO

ESO TBS

7< 24000

122000
o 20000
18000
16000
14000
12000
10000
8000
L6000

4000

T T T T T T T T T T T T T T T T T T T T T T T T T
230 220 210 200 190 180 170 160 150 140 130 120f 110 100 90 80 70 60 50 40 30 20 10 0 -10
1 (ppm)
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@ .

M400APCB_20032014_JL-760-2-gHSQC N

Submitq / 400 o
cdd3 / Temp: 25C / N.Reg: XXOO00OXXK R
Usuari: ad / Mostra: JL-760-2 . 10
Nom: JANIRE LAMARIANO MERKETEGI .
Data: 19/03/14 / Ope.: J.LAMARIANO ' 4 f-20
3 |
— | ~ 30
p— "o | \
— —= M & 40
o Fs0
[—— 1 =
— - 60

:
2
-
-
-
-
.
T
3
f1 (ppm)

100
r110

120

—_—— . ' ¢ : F130

5,7-acetonido, 1,3-(p-metoxibenciliden)acetal de (3S,4R,5R,75)-4,8,8-trimetilnonano-
1,3,5,7,9-pentaol (S7)

M400APCB_11012013_)L-446-2-H1
Submitq / Mercury-400 -2800
cdd3 / Temp: 25C/ N.Reg: X0000000XX

Usuari: ad / Mostra: JL-446-2 L2600
Nom: JANIRE LAMARIANO MERKETEGI
Data: 11/01/13 / Ope.: J.LAMARIANO OH

X 2400

+2200
2000
1800
1600
+1400
+1200
1000
800

1600

400

200

e S

211
203
102—
100=
324+,
3.08~,
3217

-200

0.0 95 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -05  -1.0

4.5
f1 (ppm)



M400APCB_11012013_]1-446-2-C12

Submitq / Mercury-400

cdd3 / Temp: 25C/ N.Reg: X000

Usuari: ad / Mostra: JL-446-2

a8

—13171
—127.38

Nom: JANIRE LAMARIANO MERKETEGI

Data: 11/01/13 / Ope.: J.LAMARIANO

OH

X

S7

11367

$22338% 25 3 8
RRRRZ$3  #8% ¢ B
N7 Y i

30.32
28 56
2853

P
<

236
19.74
19.52

<

~—10.18

11000

10000

9000

(8000

~7000

6000

5000

4000

3000

2000

1000

0

r-1000

r T T T
200 190 180 170

S7

—_—
—
—

—
=
—

T T T T T
160 150 140 130 120

T
110

90 80 70 60 50 40

f1 (ppm)

M400APCB_11012013_J1-446-2-gHSQC
Submitq / Mercury-400

cdd3 / Temp: 25C / N.Reg: X0000XXX
Usuari: ad / Mostra: JL-446-2

Nom: JANIRE LAMARIANO MERKETEGI
Data: 11/01/13 / Ope.: J.LAMARIANO

30

20

10

f1 (ppm)

(-100

110

r120

130

T T T T T T T T

45 4.0 3.5 3.0 25 20 £S5
f2 (ppm)

55

1.0

0.5

0.0

-0.5



9,11-Acetonido de (7S,8S,9R,11S)-1-bromo-13-(terc-butildimetilsililoxi)-5,9,11-trihidroxi-
8,12,12-trimetil-2,2-dimetoxi-7-(4-metoxibenciloxi)tridecan-3-ona (21)

M400APCB_05092014_alc1268-H1 | 7500
Submitq / 400
cdd3 / Temp: 25C/ N.Reg: XX00O00KX
Usuari: ad / Mostra: alc1268 S0 o~ 7000
Nom: ADRIANA LORENTE CRIVILLE
Data: 05/09/14 / Ope.: ALORENTE
r OH o TBS +6500
21 ~6000
15500
N
+5000
4500
4000
+3500
3000
12500
+2000
1500
+1000
+500
S
W i 15 e R i G R T Y
2 g P Edieasd b mioxd - +-500
s 2 X §%883 9 8 83984 g
PR e maves o enamS a
T T T T T T T T T T T T T T T T T T T T T T 1
00 95 90 85 80 75 720 65 60 55 5 45 40 35 30 25 20 15 10 05 00 -05 -10
f1 (ppm)
e 8 I3 72228988387 YUAL 938 RE3RRWT 83
£2 a 288 BERFSR233238383 NART FRR RL|ES=|a P
cdd3 / Temp: 25&//N.Reg:>000000000<\ [ Y el U2 JU T T2V [V
Usuari: ad / Mostra: alc1268 0 0~ +45000
Nom: ADRIANA LORENTE CRIVILLE
Data: 05/09/14 / Ope.: ALORENTE
r OH TBS
P L40000
21
35000
N
30000
1
125000
120000
15000
10000
+5000
]
+-5000
T T T T T T T T T T T T T T T T T T T T T T T T T
230 220 210 200 190 180 170 160 150 140 130 120f a;o ; 100 9 80 70 60 S0 40 30 20 10 0 -10
1 (ppm
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~

" OH > 8S

21

. _—ll—__l

M400APCB_05092014_alc1268-gHSQC
Submitq / 400

cdd3 / Temp: 25C / N.Reg: XXO00OXX
Usuari: ad / Mostra: alc1268

Nom: ADRIANA LORENTE CRIVILLE
Data: 05/09/14 / Ope.: ALORENTE

Jl | Ly J TN 1Y ILJL.I

7.0 6.5 6.0 5.5 5.0

3,5-Acetdnido, 7,9-(p-metoxibenciliden)acetal de (3S,5R,6R,7S5)-3,5,7,9-tetrahidroxi-

2,2,6-trimetilnonanal (22)

M400APCB_07092014_jl-856-1-H1
Submitq / 400

cdd3 / Temp: 25C/ N.Reg: XC00000KX
Usuari: ad / Mostra: ji-856-1

Nom: JANIRE LAMARIANO MERKETEGI
Data: 07/09/14 / Ope.: J.LAMARIANO

.

T

4.5

4.0
f2 (ppm)

T

3.5

0.68—~
188—=
191
1.09-=

2374
288~

-1

8.42

0.5

100
o

100

r110

120

130

140

~1700

1600

1500

1400

1300

1200

1100

1000

900

800

700

600

500

400

300

200

=100

10.0 9.0 8.5 8.0 75 7.0

57

o7 1254
T 500y

2 1

0.0

-0.5

-1.0

f1 (ppm)



M400APCB_080920%4_JL-856-1-C13 o 22 2 - — —_ T ——
Submitq/ 400 2 5 & g2 fRse 0§ § @ gifaigf: 12000
cdd3 / Temp: ZSC/TI.Reg: XO00O00KX | 1] | \ 1 VS a1 SN
Usuari: ad / Mostra: JL-856-1
Nom: JANIRE LAMARIANO MERKETEGI 11000
Data: 08/09/14 / Ope.: J.LAMARIANO
B o__0 J)
>< 10000
22
9000
oL x
1
8000
7000
6000
~5000
| ! i 4000
I 1
| by !
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M400APCB_07092014_jl-856-1-gHSQC
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1 cdd3 / Temp: 25C / N.Reg: X000000XXX 10
PENI Usuarni: ad / Mostra: j-856-1 4
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f2 (ppm)
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1,3-Acetonido, 5,7-(p-metoxibenciliden)acetal (3S,4R,5R,75,9R)-4,8,8-trimetildodec-

11-ino-1,3,5,7,9-pentaol (23)

M400APCB_01102014_alc1284p-H1
Submitq / 400
cdd3 / Temp: 25C/ N.Reg: XX00O00KX L5500
Usuani: ad / Mostra: alc1284p
Nom: ADRIANA LORENTE CRIVILLE
Data: 30/09/14 / Ope.: ALORENTE A
X H 5000
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Submia/ 300 5§ = B8 GEMEREER R O§R s
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Submitq / 400 '
cdd3 / Temp: 25C / N.Reg: X000
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(25)-2-Metoxi-2-fenilacetato de 6,8-aceténido, 10,12-(p-metoxibeciliden)acetal de
(6S,8R,9R,105)-6,8,10,12-tetrahidroxi-5,5,9-trimetildodec-1-in-4-ilo (S-23MPA)

M400AP(B_06102014_alc1285p-H1 -
Submitq / 400 18000

cdd3 / Temp: 25C/ N.Reg: XC00000KX o
Usuari: ad / Mostra: alc1285p 17000
Nom: ADRIANA LORENTE CRIVILLE \\

Data: 06/10/14 / Ope.: ALORENTE x (o] 16000
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(2R)-2-Metoxi-2-fenilacetato de 6,8-acetdnido, 10,12-(p-metoxibeciliden)acetal de
(6S,8R,9R,10S5)-6,8,10,12-tetrahidroxi-5,5,9-trimetildodec-1-in-4-ilo (R-23MPA)

M400APCB_08102014_alc1289bp-H1
Submitq / 400 [-28000
cdd3 / Temp: 25C/ N.Reg: XX00O00KX
Usuani: ad / Mostra: alc1289bp | 26000
Nom: ADRIANA LORENTE CRIVILLE
Data: 08/10/14 / Ope.: ALORENTE o%
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2-[(4R,5S)-4-Hidroxi-5-hidroximetiltetrahidrofuran-2-ilJacetato de etilo (27)
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Submitq / 400
cdcl3 / Temp: 25C / N.Reg: XX000000KX
Usuari: ad / Mostra: age1.9
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Nom: ADRIANA LORENTE CRIVILLE
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2-[(2R,4R,5S)-5-(terc-Butildifenilsililoximetil)-4-hidroxitetrahidrofuran-2-ilJacetato de
etilo (28a)

M400APCB_13012014_ALC_1118-1-H1
Submitq / Mercury-400

cdcl3 / Temp: 25C / N.Reg: Xo00000CXX
Usuari: ad / Mostra: ALC_1118-1

Nom: JANIRE LAMARIANO MERKETEGI
Data: 13/01/14 / Ope.: J.LAMARIANO
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f1 (ppm)

M400APCB_13012014_AEC 1118-1-C13 S snw® a8 - T3 = & ¥
Submitq / Meraury-400 = 8 m@s s 3 Zs S
cdcl3 / Temp: 25C / N.Rep: X0000000XX | \V [ \/ | (7]

Usuari: ad / Mostra: ALC_1118-1
Nom: JANIRE LAMARIANO MERKETEGI
Data: 13/01/14 / Ope.: J.LAMARL "~ o OFt

TBDPSO

T T T T T T T T T T T T T T T T T T T T T T
10 190 180 170 160 150 140 130 120 110 100 f 90) 80 70 60 50 40 30 20 10 0 -10
ppm

63



o OFt
TBDPSO/}ﬂ

H

28a ! l

M400APCB_13012014_ALC_1118-1-gHSQC

Submitq / Mercury<400

cdcl3 / Temp: 25C/ N.Reg: X0O00C0XX

Usuari: ad / Mostra: ALC_1118-1

Nom: JANIRE LAMARIANO MERKETEGI

Data: 13/01/14 / Ope.: J.LAMARIANO e
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2-[(2S,4R,5S)-5-(terc-Butildifenilsililoximetil)-4-hidroxitetrahidrofuran-2-ilJacetato de

etilo (28b)

M400APCB_07052013_alc1028f2-H1
Submitq / Meraury-400

cdcl3 / Temp: 25C / N.Reg: XXX00000KX
Usuari: ad / Mostra: alc1028f2
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Data: 07/05/13 / Ope.: A.LORENTE
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M400APCB_07052013_alg}028f2-C13

Submitq / Meraury-400 2

cdcl3 / Temp: 25C/ N.Reﬁ: XOO00OOONKK

Usuari: ad / Mostra: alc1028f2
Nom: ADRIANA LORENTE CRIVILLE
Data: 07/05/13 / Ope.: A.LORENTE
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Submitq / Mercury-400
—1 Usuari: ad / Mostra: alc1028f2

Data: 07/05/13 / Ope.: ALORENTE

cdc3 / Temp: 25C/ N.Reg: XX000000KX
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Submitq / Mercury<400 -
——4  cdcBB / Temp: 25C/ N.Reg: XXO00000KX
Usuari: ad / Mostra: alc1028f2 )
Nom: ADRIANA LORENTE CRIVILLE
Data: 07/05/13 / Ope.: ALORENTE e N
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2-[(2S,5S5)-5-(terc-Butildifenilsililoximetil)-4-oxotetrahidrofuran-2-ilJacetato de etilo

(31)

M400APCB_09052013_alc1040p-H1
Submitq / Meraury-400 1300
cdcl3 / Temp: 25C / N.Reg: X0X00000KX
Usuari: ad / Mostra: alc1040p
Nom: ADRIANA LORENTE CRIVILLE 1200
Data: 08/05/13 / Ope.: A.LORENTE Bless OEt
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f1 (ppm)
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M400APCB_09§52013_alc1040p-C13
Submitq / Mereary-400

cdcl3 / Temp: 35C / N.Reg: X0000000XX
Usuari: ad / Mostra: alc1040p

Nom: ADRIANA LORENTE CRIVILLE
Data: 08/05/13 / Ope.: A.LORENTE
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Submitq / Mercury-400

cdc3 / Temp: 25C/ N.Reg: XX000000KX
Usuari: ad / Mostra: alc1040p

Nom: ADRIANA LORENTE CRIVILLE
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M400APCB_09052013_alc1040p-gHMBC
—— Submitq / Mercury-400 o
— cdcB3 / Temp: 25C/ N.Reg: XXO00000KX
= Usuani: ad / Mostra: alc1040p
Nom: ADRIANA LORENTE CRIVILLE
—— Data: 08/05/13 / Ope.: ALORENTE
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2-[(2S,4S,55)-5-(terc-Butildifenilsililoximetil)-4-hidroxitetrahidrofuran-2-ilJacetato de

etilo (28c)

M400APCB_09032013_alc999p-H1
Submitq / Meraury-400

cdcl3 / Temp: 25C / N.Reg: X0X00000KX
Usuari: ad / Mostra: alc999p

Nom: ADRIANA LORENTE CRIVILLE
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M400APCB_09032013_alc999p-C13
Submitq / Meraury-400 =

cdcl3 / Temp: 25C/ N.Re§: XOO0000OXX
Usuari: ad / Mostra: alc999p

Nom: ADRIANA LORENTE CRIVILLE
Data: 08/03/13 / Ope.: A.LORENTE

77.00
74.01

~81.47

O~ _OEt
TBDPS /_\J \g

HO
28¢

o
L

73.56

—63.12

—60.46

40.84
40.52

<

—26.78

—19.09

—14.17

2E+05
2E+05
[2E+05
F2E+05
r2E+05
F2E+05
F2E+05
F2E+05
F1E+05
F1E+05
1E+05
F1E+05
F1E+05
(90000
80000
70000
60000
50000
40000
30000
20000

10000

10000

{~20000

T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80
f1 (ppm)

o~ OEt
TBDPsof\J \g

HO
28c

A .

M400APCB_09032013_alc999p-gHSQC
Submitq / Mercury-400

cdc3 / Temp: 25C/ N.Reg: XX000000KX
Usuari: ad / Mostra: alc999p

Nom: ADRIANA LORENTE CRIVILLE
Data: 08/03/13 / Ope.: ALORENTE
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M400APCB_09032013_alc999p-gHMBC
Submitq / Mercury<400

cdc3 / Temp: 25C/ N.Reg: XX00000KX
Usuari: ad / Mostra: alc999p

Nom: ADRIANA LORENTE CRIVILLE
Data: 08/03/13 / Ope.: ALORENTE

o
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f2 (ppm)
2-[(2R,4R,5S)-5-(terc-Butildifenilsililoximetil)-4-metoximetoxitetrahidrofuran-2-
ilJacetato de etilo (29a)
M400APCB_21112013_JL-676-1-H1
Submitq / Meraury-400
cdcl3 / Temp: 25C / N.Reg: XX000000KX
Usuari: ad / Mostra: JL-676-1
Nom: JANIRE LAMARIANO MERKETEGI
Data: 21/11/13 / Ope.: J.LAMARIANO
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M400APCB_21112013_JL-676-1-C13

Submitq / Meraury-400 = § f E 3 E fE 2 §
cdcl3 / Temp: 25C / N.Reg XO000000XX TT 0 17 ¥ 110
Usuari: ad / Mostra: JL-676-1
Nom: JANIRE LAMARIANO MERKETEGI
Data: 21/11/13 / Ope.: J.LAMARIANO
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M400APCB_21112013_JL-676-1-gHSQC
Submitq / Mercury<400
cdcl3 / Temp: 25C/ N.Reg: X0O0000XX r10
— Usuari: ad / Mostra: JL-676-1
— Nom: JANIRE LAMARIANO MERKETEGI L20
Data: 21/11/13 / Ope.: J.LAMARIANO .
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2-[(2S,4S,5S)-5-(terc-Butildifenilsililoximetil)-4-metoximetoxitetrahidrofuran-2-

illJacetato de etilo (29b)

M400APCB_14032014_AGE-1.30QF2car-H1
Submitq / 400

cdcl3 / Temp: 25C / N.Reg: X000000CXX
Usuari: ad / Mostra: AGE-1.30C2F2caract
Nom: KAMIL MAKOWSKI

Data: 13/03/14 / Ope.: K.MAKOWSKI
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Submitq / 400 & < 8 ¢ Naw 3 & g & @
g g "I 3ga 38 5 m =
[ 7\ (i | i

cdcl3 / Temp: 25C / N.Re'ﬁ: MOOOOOOOK
Usuari: ad / Mostra: AGE-1.30C2F2caract
Nom: KAMIL MAKOWSKI

Data: 13/03/14 / Ope.: K.MAKOWSKI
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M400APCB_14032014_AGE-1.30C2F2car-gHSQC
Submitq / 400 o
cdcl3 / Temp: 25C/ N.Reg: X0O00C0XXX
Usuari: ad / Mostra: AGE-1.30C2R2caract Lio
Nom: KAMIL MAKOWSKI -
Data: 13/03/14 / Ope.: K.MAKOWSKI L0
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2-[(2R,4R,5S)-5-Hidroximetil-4-metoximetoxitetrahidrofuran-2-illJacetato de etilo
(30a)

M400APCB_27092013_JL-619-1-H1
Submitq / Meraury-400

cdcl3 / Temp: 25C / N.Reg: XX000000KX
Usuari: ad / Mostra: JL-619-1

Nom: JANIRE LAMARIANO MERKETEGI
Data: 27/09/13 / Ope.: J.LAMARIANO
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M400APCB_27092013_JL-639-1-C13
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Submitq / Meraury-400 = - =fez=d &g 2 S ¢
cdcl3 / Temp: 25C / N.Reg: 00000000 i TR S 1T
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Nom: JANIRE LAMARIANO MERKETEGI
Data: 27/09/13 / Ope.: J.LAMARIANO
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2-[(2S,4S,5S)-5-Hidroximetil-4-metoximetoxitetrahidrofuran-2-ilJacetato

(30b)

M400APCB_20032014_AGE1_35P-H1
Submitq / 400

cdcl3 / Temp: 25C / N.Reg: X000000CXX
Usuari: ad / Mostra: AGE1_35P

Nom: KAMIL MAKOWSKI

Data: 20/03/14 / Ope.: K.MAKOWSKI
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MOMO 30b
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2-[(2R,4R,5R)-5-Formil-4-metoximetoxitetrahidrofuran-2-ilJacetato de etilo (24a)

M400APCB_22112013_JL-677-1-H1
Submitq / Meraury-400

cdcl3 / Temp: 25C / N.Reg: XXX000000KX
Usuari: ad / Mostra: JL-677-1

Nom: JANIRE LAMARIANO MERKETEGI
Data: 22/11/13 / Ope.: J.LAMARIANO

f1 (ppm)
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M400APCB_22112013_JL-627-1-C13
Submitq / Meraury-400 £

cdcl3 / Temp: 25C / N.Reg: X

Usuari: ad / Mostra: JL-677-1

Nom: JANIRE LAMARIANO MERKETEGI
Data: 22/11/13 / Ope.: J.LAMARIANO
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2-[(2S,4S,5S)-5-Formil-4-metoximetoxitetrahidrofuran-2-illacetato de etilo (24b)

M400APCB_11032014_AGE-1.32p-H1
Submitq / 400

cdcl3 / Temp: 25C / N.Reg: X000000CXX
Usuari: ad / Mostra: AGE-1.32p

Nom: JANIRE LAMARIANO MERKETEGI
Data: 11/03/14 / Ope.: J.LAMARIANO
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Compuesto R-33bMPA
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Nom: JANIRE LAMARIANO MERKETEGI
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M400APCB_12022014_JL-22§2-C13 T ABRR3R2WS & Wi e B o - -
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Compuesto S-33bMPA

M400APCB_06022014_JL-724-1-H1_rep_22_10_57
Submitq / Mercury-400

cdcl3 / Temp: 25C / N.Reg: Xo000000XX
Usuari: ad / Mostra: JL-724-1

Nom: JANIRE LAMARIANO MERKETEGI
Data: 06/02/14 / Ope.: J.LAMARIANO
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cdcl3 / Temp: 25C/ N.Reg: X0O00C0XXX 10
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metoximetoxitetrahidrofuran-2-il]Jacetato de etilo (33a)
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cdcl3 / Temp: 25C / N.Reg: XX000000KX
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2-[(2R,4R,5S)-5-((S,E)-5-(terc-Butildifenilsililoxi)-1-hidroxi-3-metilpent-2-en-1-il)-4-
metoximetoxitetrahidrofuran-2-il]lacetato de etilo (33b)

M400APCB_04032014_JL-748-2-H1
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cdcl3 / Temp: 25C / N.Reg: X000000CXX
Usuari: ad / Mostra: JL-748-2

Nom: JANIRE LAMARIANO MERKETEGI
Data: 04/03/14 / Ope.: J.LAMARIANO
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cdcl3 / Temp: 25C/ N.Reg: X0O00C0XX
Usuari: ad / Mostra: JL-748-2

Nom: JANIRE LAMARIANO MERKETEGI
Data: 04/03/14 / Ope.: J.LAMARIANO
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2-[(2S,4S,55)-5-((R, E)-5-(terc-Butildifenilsililoxi)-1-hidroxi-3-metilpent-2-en-1-il)-4-
metoximetoxitetrahidrofuran-2-il]Jacetato de etilo (33c)
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cdcl3 / Temp: 25C / N.Reg: X0X00000KX
Usuari: ad / Mostra: AGE-1.39P

Nom: ALEJANDRO GIL ESCOLANO

f1 (ppm)
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M400APCB_07042014_AGEs1.39P-C13
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Compuesto R-33cMPA

M400APCB_06022014_]L-724-1-H1
Submitq / Mercury-400 Ph 12000
cdd3 / Temp: 25C/ N.Reg: XX000000CC 0, o~
Usuari: ad / Mostra: JL-724-1
Nom: JANIRE LAMARIANO MERKETEGI 2 O Ot 11000
Data: 06/02/14 / Ope.: J.LAMARIANO /J:/ﬁ \g
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4 Submitq / Mercury-400 o
cdd3 / Temp: 25C / N.Reg: XX0O0000X
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