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\\10.242.96.55\¢a~LfE0[f" (nmr400) \data\byotai\yagi\pitavastatin\Pitavastatin-NH2-CO2Me-1.als
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DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM
PD
PW1
IRNUC
CTEMP
SLVNT
EXREF
BF
RGAIN

Pitavastatin-NH2-CO2Me-1.
single pulse
2013-04-19 21:17:45
1H
single pulse.ex2
500.16 MH=z
2.41 KHz
6.01 Hz
26214
7507.39 Hz
16
1.7459 sec
5.0000 sec
6.50 usec
1H
402.0 ¢
CDCL3
0.00 ppm
0.12 Hz
34
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""""" ) DFILE Pitavastatin-NH2-CO2Me-C1
e £ 88§ nmbeErcs @ COMNT  single pulse decoupled ga
[52Y 4 ™~~~ AamMmimnmma Il O <H o~ [} o} * -
fo a N © SN MM D n ™~ o~ o~ o~ [ OBNUC 13C
& A oA~ Cow oW “ =~ o - SN EXMOD single pulse_ dec
ol A X magaaad S B o ™ OBFRQ 125.77 MHz
OBSET 7.87 KHz
OBFIN 4.21 Hz
POINT 52428
FREQU 31446.06 Hz
SCANS 153
ACQTM 0.8336 sec
PD 2.0000 sec
PW1 3.73 usec
IRNUC 1H
CTEMP 402.4 ¢
SLVNT CDCL3
EXREF 77.00 ppm
BF 0.12 Hz
RGAIN 54
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DFILE Pitavastatin-Br-CO2Me-2.a
COMNT single pulse

DATIM 2013-04-10 22:11:46
OBNUC 1H

EXMOD single_pulse.ex2

OBFRQ 500.16 MHz
OBSET 2.41 KHz
OBFIN 6.01 Hz
POINT 16384
FREQU 9384 .38 Hz
SCANS 16
ACQTM 1.7459 sec
PD 5.0000 sec
PW1 6.50 usec
IRNUC 1H
CTEMP 26.3 ¢
SLVNT CDCL3
EXREF 0.00 ppm
BF 0.12 Hz
RGAIN 34
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DFILE Pitavastatin-Br-CO2Me-C13
COMNT single pulse decoupled ga
DATIM 2013-04-10 22:31:16

OBNUC 13C

EXMOD single pulse_dec

OBFRQ 125.77 MHz
OBSET 7.87 KHz
OBFIN 4.21 Hz
POINT 32768
FREQU 39308.18 Hz
SCANS 400
ACQTM 0.8336 sec
PD 2.0000 sec
PW1 3.73 usec
IRNUC 1H
CTEMP 26.6 ¢
SLVNT CDCL3
EXREF 77.00 ppm
BF 0.12 Hz
RGAIN 54
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DFILE Pitavastatin-Br-CH20H-1.a
© 6 M® o MWDo m e & ALl o dmmnNoosm®dodadaoao COMNT  single_pulse
e S BT e i R I TS t OO M EE T ATOMO NG F DDA O DATIM 2014-07-22 15:23:45
- OO PN R ® LN a N IO N-HOOODONSNWINWN O
- OO0 WYY N ™ MO ANNMNNNNNODOOOOOCO OBNUC 1H
N N N R S h NNNRNNNNS A e oo O EXMOD single pulse.ex2
OBFRQ 500.16 MHz
&w& LLLLLLLL L) oBsET 2.1 Kz
1] L | OBFIN 6.01 Hz
POINT 26214
FREQU 7507.39 Hz
SCANS 16
ACQTM 1.7459 sec
PD 5.0000 sec
PWL1 6.82 usec
IRNUC 1H
CTEMP 23.3 ¢
SLVNT CDCL3
EXREF 0.00 ppm
BF 0.12 Hz
RGAIN 40
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o ' o DFILE Pitavastatin-Br-CHO-C13-1
N PRI =GR I S A - zeaq Do a COMNT single pulse decoupled ga
<t DS NSNS MO WD o~ O~ W G W DATIM 2013-04-16 15:53:43
mn A AN AN A O N AN W O < - O O &
o O ONMOLANNNNNOO DL N o~ (ST I OBNUC 13C
« N OO NNGO R NN~ N~ o SOV EXMOD single_pulse_dec
2 A IR B BRI S BRI TR e S R OBFRQ 125.77 MHz
OBSET 7.87 KHz
l\\H\\k\% /J L\y \U OBFIN 4.21 Hz
s POINT 52428
FREQU 31446 .06 Hz
SCANS 640
ACQTM 0.8336 sec
PD 2.0000 sec
PW1 3.73 usec
IRNUC 1H
CTEMP 25.8 ¢
SLVNT CDCL3
! EXREF 77.00 ppm
| BF 0.12 Hz
RGAIN 54
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' & CH,OH
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DFILE Pitavastatin-Br-CHO-1l.als
Q genugggeasay 92329902998 223885928  comT single pulse
R P B ARSI ISt I R ARAR N I I I B o N DATIM 2013-04-16 15:22:28
o~ NNGOOSSDSOWNW S N OO0 MMMNHMMNMAOOO O OO OBNUC 1H
® N NN MmN A A A A A A A A A O EXMOD single pulse.ex2
T : OBFRQ 500.16 MHz
\ K ) OBSET 2.41 KHz
OBFIN 6.01 Hz
POINT 26214
FREQU 7507.39 Hz
SCANS 16
ACQTM 1.7459 sec
PD 5.0000 sec
PW1 6.50 usec
IRNUC 1H
CTEMP 25.6 ¢
SLVNT CDCL3
EXREF 0.00 ppm
\ BF 0.12 Hz
RGAIN 40
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DFILE Pitavastatin-Br-CHO-C13-1

P PAN S BNl S - =S 2@ o COMNT single pulse decoupled ga
< AN NS00 NY N O~ . W Oy 0 O DATIM 2013-04-16 15:53:43
i A AN H NSO NN AN W O <f - G Gy @ -
o O OO NNNNNOO®LWN N o~ (S JRTs IES RS OBNUC 13C
< N RO NN GO~~~ SO0 ~ o~ 0 VS EXMOD single pulse dec
b R R R R R B T cee R Al OBFRQ 125.77 MHz
OBSET 7.87 KHz
k\ OBFIN 4,21 Hz
POINT 52428
FREQU 31446 .06 Hz
SCANS 640
ACQTM 0.8336 sec
PD 2.0000 sec
PW1 3.73 usec
IRNUC 1H
; CTEMP 25.8 ¢
| SLUNT CDCL3
;o EXREF 77.00 ppm
| BF 0.12 Hz
RGAIN 54
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DFILE Pitavastatin-C=0-0TBS-1l.a

NN OENDONEMNMOARNOMDMNMOAACHN NNV AN AR OVNOVOFIOMONHOMO®INO .
N O Y O NNOUMANOMONINMNO DO FDOENINOTAFOOCOAFOOMAFO M FNM DGO COMNT single_pulse
AN EH AN NAORUVUIANNNHAAVDIATOUVUMNMAADNVAEHNDIONANANNLYMWYWOWEOD S F DO DATIM 2013-04-05 21:25:37
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A OOV YVYONNUNNNNEONNNOUOOORAANAVVOVUINNMMMNMOOOOOANDMH®H OO OBNUC 1H
T v NP NP 0 D S S e EXMOD single pulse.ex2
L\\\\~~ LJQQEQ% L OBFRQ 500.16 MHz
= L\\ = OBSET 2.41 KHz
%&‘%W %\g K‘\ OBFIN 6.01 Hz
POINT 26214
FREQU 7507.39 Hz
SCANS 16
ACQTM 1.7459 sec
PD 5.0000 sec
PW1 6.50 usec
IRNUC 1H
CTEMP 25.0 ¢
- SLVNT CDCL3
S EXREF 0.00 ppm
o BF 0.12 Hz
RGAIN 36
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‘ DFILE Pitavastatin-C=0-0OTBS-C13
= SRR A s i - AN = I R S A A R N e R LR L COMNT single pulse decoupled ga
n Mo TN N AWOOWwWN N> NOOoONODUOUNHfFNNmO GO ADADDOONMO G B DATIM 2013-04~05 21:39:04
<t HO NOAQPOAVOVUOUINYLE NOOIONINOHONDVWHANDMOD>H A AM e
[Ts} o A HFONHEIOO O OG0 NNO~NOoONMNHINE~NVOVVLVOLVOVLVODOODWIN OO ON ORBRNUC 13C
~ Al ONOUYOOONNNWVN DEPVOHHONNWVNOVINI SNV A S EXMOD single_ pulse_dec
o M O MO NNNNNNN DO FFNNNNNNN A A A OBFRQ 125 .77 MHz
= A A A A A A A A A A A e .

OBSET 7.87 KHz
LLLLLL LJ¥§§§‘\ OBFIN 4.21 Hz
§§\7 ' POINT 52428
FREQU 31446.06 Hz
SCANS 261
. ACQTM 0.8336 sec
' PD 2.0000 sec
PW1 : 3.73 usec
IRNUC 1H
CTEMP 25.7 ¢
SLVNT CDCL3
EXREF 77.00 ppm
BF 0.12 Hz
RGAIN 54
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DFILE Pitavastatin-C=0-0OH-1l.als
o \
A A g U A e i S R R AN I R PR AR AR R R AL SO g COMNT  single_pulse
DO FAANONNNONTNOWVWIHTMNMOHOOHNLWANDTOMFOUMNOOHIIFINDVDOHEHFONVAMNMWLWOOOH>O DATIM 2013-04-17 16:16:29
NI AONNN0OVOVOIITMANAATLVONANIATVINAONONWHAONDDEVINOVNFLENODOOL OO
HHA M DVVVVLOVVUNULINNINASEVLVURNNOOOOOANVUYUMMNANNNNNMMMMMNMOOOO O OO OBNUC 1H
OO NN NN NN NN NN NNV EM OO NN AAAAAAAAA A A EXMOD single pulse.ex2
OBFRQ 500.16 MH=z
\K H\\K K OBSET 2.41 KHz
3 7 OBFIN 6.01 Hz
POINT 26214
FREQU 7507.39 Hz
SCANS 16
ACQTM 1.7459 sec
PD 5.0000 sec
PW1 6.50 usec
IRNUC 1H
I CTEMP 24.9 ¢
7 SLVNT CDCL3
it EXREF 0.00 ppm
BF 0.12 Hz
RGAIN 40
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DFILE Pitavastatin-C=0-0OH-1l.als
o \
A A g U A e i S R R AN I R PR AR AR R R AL SO g COMNT  single_pulse
DO FAANONNNONTNOWVWIHTMNMOHOOHNLWANDTOMFOUMNOOHIIFINDVDOHEHFONVAMNMWLWOOOH>O DATIM 2013-04-17 16:16:29
NI AONNN0OVOVOIITMANAATLVONANIATVINAONONWHAONDDEVINOVNFLENODOOL OO
HHA M DVVVVLOVVUNULINNINASEVLVURNNOOOOOANVUYUMMNANNNNNMMMMMNMOOOO O OO OBNUC 1H
OO NN NN NN NN NN NNV EM OO NN AAAAAAAAA A A EXMOD single pulse.ex2
OBFRQ 500.16 MH=z
\K H\\K K OBSET 2.41 KHz
3 7 OBFIN 6.01 Hz
POINT 26214
FREQU 7507.39 Hz
SCANS 16
ACQTM 1.7459 sec
PD 5.0000 sec
PW1 6.50 usec
IRNUC 1H
I CTEMP 24.9 ¢
7 SLVNT CDCL3
it EXREF 0.00 ppm
BF 0.12 Hz
RGAIN 40
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DFILE Pitavastatin-diol-l.als
wooo O w0 o ~ 4t r"l o ) 4 w1 :
mHmmﬁggiﬁgr-i?mQm%?uou‘?gmi‘o”o"Z’;gmgﬁHgﬁﬁﬁﬁﬁmﬁgﬁgmﬁﬁ‘émgﬁﬁﬂ$m8 COMNT single_pulse
CHANUMOMMANVWANOANLVOIENEMEHMOOMNEOVOVNYPHEHFIIOOINFIOFEADNYO DATIM 2013-04-04 13:12:48
MNOEEMMMNOCOD VOO NNMHOOSNTNNEAMNANOEOVUMAANAHODLVIINNOONDOD OO : :
‘—lr—ioooom\o\om\oqu"moooomoor—*HOObt\q*oobl\mmmmw P HHODOODXODDONNNNOOOONO OBNUC 1H
PPN N E NN N CN NN NN OO VOOV OOAHFTMMMOANNNNTANNNAAAAAAAAAAAAAA OO EXMOD single_pulse.ex2
L\ k OBFRQ 500.16 MHz
K} \J H\\ l\ . K} OBSET 2.41 KHz
I | B | OBFIN 6.01 Hz
POINT 26214
FREQU 7507 .39 Hz
SCANS 16
ACQTM 1.7459 sec
PD 5.0000 sec
PW1 6.50 usec
IRNUC 1H
CTEMP 25.4 ¢
| SLVNT CDCL3
o EXREF 0.00 ppm
i~ BF 0.12 Hz
1 RGAIN 38
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DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM
PD
PW1
IRNUC
CTEMP
SLVNT
EXREF
BF
RGAIN

Pitavastatin-diol-Cl3-1.a
single pulse decoupled ga
2013-04-04 13:42:07

13C

single pulse_dec

125.77
7.87
4.21
52428
31446.06
602
0.8336
2.0000
3.73
1H

25.7

CDCL3

77.00
0.12
54

MHz
KHz
Hz

Hz
sec

secC
usec

ppm
Hz
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DFILE Pitavastatin-Comp24-1.als

R R s i s S A N A B B A R N SE R Iy B R R B v R B NN COMNT single_pulse

NMVUODO~UVUMAHONOEMOAOARONMNMNMEHVOUNMNMENAATONANANOODONFOEHDTMOIFOHFODHINWYLWROO DATIM 2013-04-23 14:13:44
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AN I IO MNMANNNHA AT MUNINNNNDDODODOVOINNRNNNA GO OBNUC 1H

N N N N N VN V- R 0 I YV S NS PRI S S S 0 R O e R R EXMOD single pulse.ex2

l\\ L\ \ L /’ l\ 1\ OBFRQ 500.16 MHz

Ll Ll LG ) ) WLELEL L LU ) ) | e 2as

OBFIN 6.01 Hz
POINT 26214
FREQU 7507.39 Hz
SCANS 16
ACQTM 1.7459 sec
PD 5.0000 sec
PW1 6.50 usec
IRNUC 1H
CTEMP 401.9 c
SLVNT CDCL3
EXREF 0.00 ppm
BF 0.12 Hz
RGAIN 44
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f”(nmréOO)\data\byotaiﬁyagi\pitavastatin&?itavastatin~Comp24~C13~1.als

DFILE Pitavastatin-Comp24-Cl3-1
© § hNohoLaew IhcdNam a «o Do @ q e COMNT single pulse decoupled ga
§ 0 vosmdycos gh@goor o e en @ DATIM 2013-04-23 16:29:21
29 mhnmaendn PR DR L AR OBNUC  13C
o o VWO WM™ N PO N SR nwm oo EXMOD single pulse dec
: 2 ﬁﬁﬂﬁﬁﬁﬁﬁﬁ O~~~ W n o SIS OBFRQ 125.77 MHz
OBSET 7.87 KHz
k\ k\ [ L\g\ k) OBFIN 4.21 Hz
. \ S Y POINT 52428
‘ FREQU 31446.06 Hz
SCANS 2853
ACQTM 0.8336 sec
PD 2.0000 sec
PW1 3.73 usec
IRNUC 1H
CTEMP 402.3 ¢
SLVNT CDCL3
EXREF 77.00 ppm
BF 0.12 Hz
RGAIN 54
i
I‘ o ! I
| 1l | i
} ! I i \
| n | |
f J_ l } ‘) 1 |
= ; . et AN o~ i
PPM
I 1T T ] | A I I l | I N R { [ R { [ N l 1T 1T 1 l 1T 7171 ‘
200 175 150 125 100 75 50 25 0
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Compound 13

\\10.242.96.55\<=~LFfI[f" (nmr400) \data\byotai\yagi\pitavastatin\Pitavastatin-Comp25-1.als
e DFILE Pitavastatin-Comp25-1.als
o~ <o~ i ] (] (] i 0 ()} i :
R R R R R R R s i B R N R A R R R R R e B g R R R B R N R R R COMNT  single pulse
CEHOAOUVWANMAH ANV ANODOVUHFNOULMOWVWNAUMMOHODDHIFIUANNOOHMNMPFHAMOOWOMOAOMS>MO DATIM 2013-04-05 21:45:12
NMEANDOOUMNMNA A OOV AHOOAONOOTDT UM NHOAANWVWMMUOULMNOONHIFIIOTNNITNONNO . "
AL NM OO NNNNH A A 0D OONNUDVYEgEIIIONONONNTTNO OO OO OBNUC 1H
N NN NN NN N NN NN NN NN NN VOO NNNNAAAAAAAAA A A A O EXMOD single pulse.ex2
OBFRQ 500.16 MH=z
l\g 1\ 11 k \) ) OBSET 2.41 KHz
il \ OBFIN 6.01 Hz
POINT 26214
FREQU 7507.39 Hz
o SCANS 16
Pt ACQTM 1.7459 sec
< PD 5.0000 sec
PW1l 6.50 usec
IRNUC 1H
CTEMP 25.1 c¢
Pt o SLVNT CDCL3
2 - ~ EXREF 0.00 ppm
| o - BF 0.12 Hz
{ RGAIN 48
~ [
o o
o3 o
N [
& ~ o
R o S S 8 3
i J / /‘
{ I 5 i |
!
fla |
L LILJA N 1N |
PPM
R AR R R R R R R Hllllllll!ll!ll!llilllIIIIll{ll[llll!I‘IIIIHHI{IHIIIIII
10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0.
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Compound 13

\\10.242.96.55\<n~LfEI[F" (nmr400) \data\byotai\yagi\pitavastatin\Pitavastatin-Comp25-C13-1.als
DFILE Pitavastatin-Comp25-C13-1
AP aAn AN NNAAN a0 H0oa0San tadodba a4 oo Sem o COMNT  single pulse decoupled ga
WWwoWwWwWwwwurS o i )] ~ o~ - - . .
cemegoesoonyanpabresnae aggscan o 35 SY® | DATIM 2013-04-05 22:34:02
G-~ MOOOANMMM A A NN AHODNMO 0 [ N o OBNUC 13C
NMHOLUFAMMmAddHA®BOWVINWLINWNGG ~~C~YS© S moo o EXMOD single pulse dec
e e e i B e B B B B R B e e B I I I I I I .
OBSET 7.87 KHz
K /J LJ§£¢L) OBFIN 4.21 Hz
POINT 52428
FREQU 31446 .06 Hz
SCANS 1000
ACQTM 0.8336 sec
PD 2.0000 sec
PW1 3.73 usec
IRNUC 1H
CTEMP 25.3 ¢
SLVNT CDCL3
EXREF 77.00 ppm
BF 0.12 H=z
RGAIN 56
I t
1
i ‘ i
!
| I
! f
f
t
i
H !
!
£ /, AR s i i il auiatag bl i\l 281
! bl il , s §’v 3 ;L;‘} i 3 i z % ”
PPM
NN T e TR T A A A A A A D T A
200 175 150 125 100 75 50 25 0
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pitavastatin

\\16.242.96.55X<ﬁ~Lff[f*(nmréOO}Xdata\byotai\yagi\pitavastatin\Pitavastatin-1.als
DFILE Pitavastatin-1l.als
OO W i [ ~ O 3
N N v - - B A S-S N I I I R T R D R COMNT single pulse
AN MM OVAEAE TN LDV LVLUNMIINNODUVMOVATONNNEFOFAMNMNYRN®FDO DATIM 2014-03-04 17:12:56
Q‘NHG\CDQ)U‘:MNMOG\\QLDMG\\DQO)\OLOMMN@CDO[\OPPLQQ‘Nmﬁomt\omomt\NNHOO
DOV O NN OO NNNNITINLNNDAAADOHNEAORNNONOH ? TMONMHOO0O000QQO OBNUC 1H
O T T AT S o S i S S o S V- B V- SR T B Vo BT BT O I R R G IR L B - B B I S B RS B B Ard A A A A A A A AAAO EXMOD single pulse.ex2
J OBFRQ 500.16 MH=z
KJ OBSET 2.41 KHz
OBFIN 6.01 Hz
POINT 26214
FREQU 7507.39 Hz
SCANS 16
ACQTM 1.7459 sec
PD 5.0000 sec
PW1 6.50 usec
IRNUC 1H
CTEMP 20.6 ¢
SLVNT DMSO
EXREF 0.00 ppm
BF 0.12 Hz
RGAIN 40
o
<
o |
r A
<3 =§
fas -~
. >3 {‘
* I

pitavastatin
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pitavastatin

WN10.242.96 555\« u—Lff [f" (nmr400)\data\bvotail\vagi\pitavastatin\Pitavastatin-Cl3-1.als
DFILE Pitavastatin-Cl3-1l.als
SrobmoyyeenNanennInens S PR RE S B PR i COMNT  single pulse decoupled ga
HONFLTOOMMOHOMHMOOENOANWLMOW®W N COVHHOYMD>DUOOMmMW<H WO~ DATIM 2014-03-04 18:39:39
NN A OHODWNWNOWONOGOHONDOWN 0 G NOMNOOAONMUWONONMWO < N
MWMVINAVNOOHODNWVUNMD>DUOWL HMAN DVWNDOONO>YU NN HON A MmO OBNUC 13C
O N OO ®MNMMNN O ® WL MWW n DN HFEMNOOMAARATHOAARANGO RO ®INO O EXMOD single pulse dec
NOVOVUFEFEITOONOONNMAONNNNNNNA A A A COFIFEINNN AN NN O™ A OBFRQ 125 .77 MHz
i T s T B e B B B L L e = = [ (o R R R .
OBSET 7.87 KHz
L\\l:£§k ///J kl OBFIN 4.21 Hz
. POINT 52428
FREQU 31446 .06 Hz
SCANS 1819
ACQTM 0.8336 sec
PD 2.0000 sec
PW1 3.73 usec
IRNUC 1H
CTEMP 21.0 ¢
SLVNT DMSO
EXREF 39.50 ppm
' BF 0.12 Hz
RGAIN 54

F pitavastatin
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