FEXE NMRARRY MILOFEHT & HEH]

B oA E AR LIz L 212X H & BC NMR A7 M) A2 X - Tl F

R MNMBNMR A7 ML H) B L 2D, EOITHLNTIC AN MO E—7 LREERO%IER

tR Lt 5 Z ENRkOOEND, ZhalFRe o, TOLI RIFRITITE AL EDEE .,

Eﬂk@thﬁxf‘@% WCHEE CTE DN, BRIk oI e bidEEs T 208N’ H D, 20D
ZI3fE 4 D NMR EERZ1TWRR 2D T, BAAREIZ LITITRT,

5l 1 4-amino-2-(trifluoromethyl)benzoic acid
ZOLEMORIEIIR 1 O@EY Th D,

3 ¢ OH
CF3

1 4-amino-2-(trifluoromethyl)benzoic acid D&

ZOEMD HEB L BC NMR O2TOE—7 OIRBEIT 5, YFIZ—FE LRV DT
IHIEDOME T/, B2 LR 3IZ 'HNMR A7 hLZRT (ALY hUEERICHEH L
72)e NHa & COH ICHIRTHEBEZONL T R— RRE—7OMIZH 7 Ly R3S 2 K(Ha
EHp) HFTNET Ly M3 1 ARMH)HERTE D MEIED 11 DO TRUE VRO 37,
S5NOE, 6 MEDWSRNTH D, T2 TE—7 DRZMEDOREA )5 Ha—He, Hp—He DREIICA B
VHERNHD ZENGND, AEUEEREROKRE ID Ha & He WEWNZA IV MO
BTAE AL TS EHETE D, LENRS>THpN 3N THD EHETE D, 22T
He N3P THDHE LT, "FEEEDAE U ERITBIRI SN /2WZ EICEETHZ L,
B4 ~6I|Z3C NMR A7 hMzpRd, ZOMEWIT8FBEDORERF1H LM, ©—7
DN LV HEW, ZIUTVFEEDAE UFERIZI D I T > MTHHEHLTNAETZD T
» 5 (H ﬁk@x EURERIEa Y RYy MoV AT Ay Y 7 (CPD)IZ LD Ty L
SNTWND), WZHNT > MZRELTVWAE—T L ZDAE U TEH AR LT, A
A ERIE umﬂhpvmk%zfiw@fcmwm\@#2m®ﬁ$\@ﬁ1m
MINDRFTHDHEZEZBILD,
X 712 FNMR A7 fLzpRd, TAEED CROE—2 PR TE 5, 20O YF & M
L C., REFERE 300 ms THIE L7 —%&ot 'TH-'F HOESY A7 M %K 8|Z/~r7, H-F
Hmme&y%wfi%%Lkav’ﬂW% ITV TH % (742 0.5 nm DLN) 23 S
o THED, He 72U BBRHEINDZ END, ZOE—INR3INMTHDLZ ENTND,
I9_me2m7%w%m¢o_®2«7%wf Jen TAEUREG LTS, 72
EHEREA LTS H & BC OMABRDENDND, HplliEE L TWDREN Cu Th
5HZ 9:75%7‘75%0 LMo TCrlE I TR 3MLDRFBTHD Z Db, £z



Ha—Cc B LW He—Co OFICHHEAD & D Z & D332 5,

B 102 HMBC A7 b ZRd, ZDALT ML TIE Uen= Jon TAEUREA LTS
H & C OMBEDLENRGD D, T2 LEEEEN 23 O5ATHREE —7 BB LR
ZERBHY, FEEHRALRTIIREAEN 4 U EOBEATHREY — 7 NHBIT 5 Z &
e b, MESNEREE—7 2 I NETITOP> T DIREBE EHIZR1ICE LD D,

F1 BmHINW=RZEE—7 (O : HSQC fHBY, O : HMBC #HB)

2-C CF3 3-C
Ca Cg Cc Cp Ck Cr Ca Cu
Ha O O © O
3-H Hp O O O ©
Hc O © O

Z I T, RLERIGICEND BC O — 7 (CA) ITRBRANT IV AR =V EEDRFETE & HER T
5, ZORBICH L TRHEBOEN 3 LANIZH 2 DIE 6 fLDIKFKEIZIT 72D T, HalZ 6 (LD
KETHDHEBEZDOND, ZOWRBIL2NLORFE (Cp) & HMBC fHERH D Z & EFJE L7
W HEETH X SMEOKRFETHH EE X DD, £7- HSQC FHEI L U Cc i 6 (LD R,
ColISMDIRFETHDEEBRTED, ZIETOMRER2ICELDD,

®2 MHIN-EE—7 (O : HSQC #HEH. O : HMBC #HB)

C=0 6-C 2-C CF; 5-C 3-C
Ca Cg Cc Cp Cr Cr Cg Cu

6-H Ha O O © O
3-H Hp O O O ©
5-H Hc O © O

JFBTE TWRUVVED O —271XCg & Cr TH D73, HMBC FHEE2Y Ha & Hp TRAEITHT
NTNDHZ L, £7-Ha & Hs WX TNOBRIZH D Z EnD, CeN 1AL, CER 4L TH D
LEZOND, ZHUTHe L CrlC HMBC #HEE N 3 5 Z LI FJF L7720,



£3 MmN EE—7 (O : HSQC #HE5. O : HMBC fHB)

C=0 1-C 6-C 2-C CF; 4-C 5-C 3-C
Ca Cg Cc Cp Cr Cr Cg Cu
6-H Ha O O © O
3-H Hs O O O ©
5-H Hc O © O
hTaelmRBETtii,

T TR ERIELSMC b | XEVFALrw\IH%@Mﬁécoﬁ'ﬁfwgﬁﬁﬁt
B LTWDIKFEDE) & oyt 5 DEPT, ZERIANIZIEV TH Z#iH 4 % NOESY <° ROESY,

RFEM D D723 i35 INADEQUATE X° 1,1-ADEQUATE 72 K D ERIENH 5,
INADEQUATE & 1,1-ADEQUATE LIAME.52 5 \ZFIH T& 532815 TH 5, INADEQUATE
& 1,1-ADEQUATE | E 23 7372 K< | mIREOH > 71 (100 mg < H V) TR OFEH
DMERDT, HEVHTITLRWENRNO, F7-LEERE HSQC ¥ DEPT Oftb v IC
2% DT, BC E—7 ORENRENGE TRWIRY DEPT 255 Z &I1dHEV v, &
72 ROESY |34 T#E LV,

FEBI T otk

NMR A7 MVOIFENTE 26, FEREICE LD TR T 5, FEHIILUTDO LB,
ZITEMEDaR b IFTHHDOTOOFE T, EEOTIRITITSNEE U,

¥FE X J7|Z JUPAC & iED X 5 REE L — /W20, BRI FoEX 5 CRIGEA WV,

"HNMR (500.1 MHz¢, DMSO-ds”, CD3S(=0)CHD> = 2.49 ppm®): § (ppm) = 12.5¢ (br*, 1H/, COH¥),

7.66 (d",3J=8.6 Hz, 1H, 6-H), 6.95 (d, *J= 2.1 Hz, 1H, 3-H), 6.72 (dd, 3J = 8.6 Hz, “J= 2.1 Hz, 1H,

5-H), 6.17 (2H, NH).

FLEORK L FEEFHATT,

@ SRR AL - T A —4& —SFO1 Ofi

bl L 7 EER

¢ MY —7 il 21E CDCL T OFEAF CHCL B — 7 % 2.69 ppm [Zf%E L7z & X% CHCL; =

269ppm L7225, XISTHEEA LY v 7ITT D,

AT T b SO NIUR 2 M TEL, MR EOEEITRRIS 5 E <,

07B~FMLKH~7%*®i5&ﬁ%?$<’&ﬁ%éo

T OKFHL IRBETIERNDOTAZ Y v 71T LR,

¢ e ﬁmf%é%\%L%i% KIST DM HA 2 v 7 TR,

b B . — R (singlet, s) . H#R (doublet, d) . —E#R (triplet, t) . PUEHR (quartet, @),
WD A B U REG TER D B 72 555613 doublet of doublets (dd), doublet of triplets (dt)72 &



238 %, doublet of doublets DT T BEIART » 7V » T EHMNIEVMETH 572 H 7= HH
triplet \(Z72 DA 0855, 2D XK 5 G E b dd & FE T, RART MR #E 72 354 1% multiplet (m)
THRT, ONTRBTEZOE—27IZK LT ma2fibinz &,

A UKEGTER  JOEBOETIIN TV T LT AEMOMEETH D, 'HFE LD
T 7 T TIIEMET D0, BEEMOT 7 ) T ERITA TIZ e fe EEEL, A
VUSRS A ERIT/ MR I HTCREET D, £l —RIBHT TE 52T, 7 VX IVIifRER & DY
BCAEUEEELTND 2 DOE—I 0 HROLNDAE UIESEROENE TR 5
ZENBHDH, TOHBHEIFAYUREGICEAET ST e F U TEAE O TR T 5 (B
% NMR A7 bR S, LR E, EREI A =T 47 07 5T =),

BC{'H} NMR (125.8 MHz, DMSO-ds, (CD3),SO = 39.7 ppm): & (ppm) = 166.8 (C=0), 152.3 (1-C),
133.8 (6-C), 129.8 (q, %Jc-r = 31 Hz, 2-C), 123.9 (q, 'Jer = 273 Hz, CF3), 116.2 (4-C), 114.9 (5-C),
111.5 (q, 3Jcr = 6.3 Hz, 3-C).

MUC{HNI HEEET I > TV L7 5 BC ZJIE Lz & W) BRIZR D,

ALY 7 MIPNBUS I M TRET D0, E— 7 NI L TV D551 MUR 2 T TF
LT 5,

H LSO T > 7Y o 7 NN
SKIH LSO T 7V 7 555
w5,

KETERT — N Ty TIETREIERZ R & S 2R0WIRY EEMEITEV O TR I
B \N

ITHFNWZ T Ly RO ThbEbLE s 2o 0,
IT'HNMR ERIC L DI EE L AV UG ERER

VAN
=

VAN
=

19F NMR (470.5 MHz, DMSO-ds, CsHsCF3 = —63.72 ppm): & (ppm) = —59.3 (s, 3F, CF3).
MUENMR I ISEEMENH D Z 10> TWDH D TR A & D7, EBRICITEEAA
FETHE L TOWRWESIZHE D ERNENZ L 27 L T 2 &,



d-amino-7-{trifluoromethyl)

e

benzoic acid / TM30-o6

BRUKER
(<)

ot Dabs Darametsrs
B&-30

Mk,

)
T T T T T T T T T 1
13 12 11 10 9 8 7 6 5 4 3 2 1 0 ppm
L _ R | -
W s (88T

d—amino-2-{trifluocromethyl)benzoic acid / TVEC-do

2

'HNMR A7 kL (DMSO-ds )

79

HE
Ha
IHSTRUM
PROBHT
PALPROG
n
SINT
— [ — —
He |
I
S i .
T T T T T T T 1
7.3 7.2 71 6.9 ppm

T T
78 1.7 76

e

75

3

74
i

63 6.7
L
o

'

'HNMR A7 kL (DMSO-ds T, $LK[X)



aoid / TMEO-dé

A-amina-2- (trli fluor ov1e;l;z F)ﬁbengcl

—16c
152

<)
BRUKER
(>

S i PARPO
t

1
287¢1. 201 Hy
0.254131 Lz

1.101
19

uses

1
ol 10,00 uses
0000 W

A=}
0.1220000
TH
16

o0

Mz

wall
[

T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm

1.00 0z

4 BCNMR 2% kL (DMSO-ds H)

Iuoromethyl)kenzoic acid / DMSO-d&

c Current Lat
C PR

FXIND

sG]

Cs

Ca

Gy Ce

CURKNEL £2
001320005

T T T T T T T T T T
165 160 155 150 145 140 135 130 125 120

5 BCNMR A7 kL (DMSO-dg¢ )




4—arriro—g—(tzifluoromet' )berzo%c acid / DM3SO-d&

18
0

0
|
o

1
—114.2

— 1z

Cy=2C Cc = CF,

2Jor=31Hz o r=273 Hz

T T T T T T T T T
130 128 126 124 122 120 118 116 114

13C NMR %<7 /L (DMSO-ds ')

'l—mrir:)—z—(t:itlumrmnet:lyll)l:er'zuic: acid / DMSO-dé

T T T T T T T T T
0 -20 -40 -60 -80 -1000 120 140 160 180 -200 ppm

7 DFNMR A7 kL (DMSO-dg )




d-amino-2-(trifluorcmechylibenzoiec acid / DMSO-dS

d-zmino-2-(trifluocromethyl)kenzoic acid / LMSO-d&

Ce

7.9

7.8

77 76 75 74 73 72 71 70 69 68 67

8 'H-'""F 1D HOESY A7 /L (DMSO-ds H)

Hs = 3H
A
HC
Cy=3-C —
Co @
(=]

T T T T T T T T T T T T T T
80 79 78 7.7 76 75 74 73 72 71 7.0 69 6.8 67 6.6

9 HSQC A7 kL (DMSO-ds ')



d-amins-2- (trifluoromethvl)benzoic acid / DMSO-d6

Ha

r
ﬁ—é— g OI

Cy — |
Cq

o 3
€ .

Cp =2 — v

Ce
Cg ot
Ca o

T T T T T T T T T T T T T T
80 79 78 77 76 75 74 73 72 71 7.0 69 68 6.7 6.6

10 HMBC Z-XZ /L (DMSO-d¢ H1)



