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The novel Ethanesulfonate also has useful pharmaceutical properties and in
particular it is indicated to be useful for the treatment and/or prophylaxis of diabetes
mellitus, conditions associated with diabetes mellitus and certain complications thereof.

Accordingly, the present invention provides 5-[4-[2-(N-methyl-N-(2- -
pyridyl)amino)ethoxy]benzyl]thiazolidine-2,4-dione ethanesulfonate salt or a solvate
thereof.

In one favoured aspect, the Ethanesulfonate provides an infrared spectrum
substantially in accordance with Figure 1.

In one favoured aspect, the Ethanesulfonate provides a Raman spectrum
substantially in accordance with Figure 2.

In one favoured aspect, the Ethanesulfonate provides an X-Ray powder diffraction
pattern (XRPD) substantially in accordance with Table 1 or Figure 3.

In one favoured aspect, the Ethansulfonate provides a Solid State 13C NMR
spectrum substantially in accordance with Figure 4.

In a preferred aspect, the invention provides 5-[4-[2-(N-methyl-N-(2-
pyridyl)amino)ethoxy]benzyl]thiazolidine-2,4-dione, ethanesulfonate salt, characterised
in that it provides:

(1) an infrared spectrum substantially in accordance with Figure 1; and -
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pharmaceutically acceptable form, especially in bulk form, such form being particularly
capable of being milled. The invention therefor also provides the Ethanesulfonate or
solvate thereof in a milled form.

Furthermore, the invention provides the Ethanesulfonate or solvate thereof in a
pharmaceutically acceptable form, especially in bulk form, such form having good flow
properties, especially good bulk flow properties.

A suitable solvate is a hydrate.

The invention also provides a process for preparing the Ethanesulfonate or a
solvate thereof, characterised in that 5-{4-[2-(N-methyl-N-(2-
pyridyl)amino)ethoxy]benzyl]thiazolidine-2,4-dione (Compound (1)), or a salt thereof;
preferably dispersed or dissolved in a suitable solvent, is reacted with a source of
ethanesulfonate ion and thereafter, if required, a solvate of the resulting Ethanesulfonate
is prepared; and the Ethanesuifonate or a solvate thereof is recovered.

Suitably, Compound (I) is used in the reaction, especially in a protonated form.

Suitably, a salt of Compound (I) is used in the reaction..

Compound (I) is preferably present in a protonated form.

A suitable reaction solvent is an alkanol, for example propan-2-ol, or a
hydrocarbon, such as toluene, a ketone, such as acetone, an ester, such as ethyl acetate, an
ether such as tetrahydrofuran, a nitrile such as acetonitrile, or a halogenated hydrocarbon
such as dichloromethane or water, or an organic acid such as acetic acid; or a mixture
thereof.
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followed by controlled cooling, optionally in stages. Careful control of precipitation

temperature and seeding may be used to improve the reproducibility of the product form.

Crystallisation can also be initiated by seeding with crystals of the
Ethanesulfonate or a solvate thereof but this is not essential.

Compound (I) is prepared according to known procedures, such as those disclosed
in EP 0,306,228 and W094/05659. The disclosures of EP 0,306,228 and W094/05659
are incorporated herein by reference.

Ethanesulfonic acid is a commercially available compound.

When used herein in respect of certain compounds the term "good flow
properties" is suitably characterised by the said compound having a Hausner ratio of less
than or equal to 1.5, especially of less than or equal to 1.25.

"Hausner ratio" is an art accepted term.

When used herein the term 'prophylaxis of conditions associated with diabetes
mellitus' includes the treatment of conditions such as insulin resistance, impaired glucose
tolerance, hyperinsulinaemia and gestational diabetes.

Diabetes mellitus preferably means Type II diabetes mellitus.

Conditions associated with diabetes include hyperglycaemia and insulin resistance
and obesity. Further conditions associated with diabetes include hypertension,
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Accordingly, the present invention also provides a pharmaceutical composition
comprising the Ethanesulfonate or a solvate thereof and a pharmaceutically acceptable
carrier therefor.

The Ethanesulfonate or a solvate thereof is normally administered in unit dosage
form.

The active compound may be administered by any suitable route but usually by
the oral or parenteral routes. For such use, the compound will normally be employed in
the form of a pharmaceutical composition in association with a pharmaceutical carrier,
diluent and/or excipient, although the exact form of the composition will naturally depend
on the mode of administration.

Compositions are prepared by admixture and are suitably adapted for oral,
parenteral or topical administration, and as such may be in the form of tablets, capsules,
oral liquid preparations, powders, granules, lozenges, pastilles, reconstitutable powders,
injectable and infusable solutions or suspensions, suppositories and transdermal devices:
Orally administrable compositions are preferred, in particular shaped oral compositions,
since they are more convenient for general use.
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Tablets and .cagsul s for oral adm njistration are usually presented In a
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lecithin, sorbitan monooleate, or acacia; non-aqueous vehicles (which may include edible
oils), for example, almond oil, fractionated coconut oil, oily esters such as esters of
glycerine, propylene glycol, or ethyl alcohol; preservatives, for example methyl or propyl
p-hydroxybenzoate or sorbic acid, and if desired conventional flavouring or colouring
agents.

For parenteral administration, fluid unit dose forms are prepared containing a
compound of the present invention and a sterile vehicle. The compound, depending on
the vehicle and the concentration, can be either suspended or dissolved. Parenteral
solutions are normally prepared by dissolving the active compound in a vehicle and filter
sterilising before filling into a suitable vial or ampoule and sealing. Advantageously,
adjuvants such as a local anaesthetic, preservatives and buffering agents are also
dissolved in the vehicle. To enhance the stability, the composition can be frozen after
filling into the vial and the water removed under vacuum. ‘

Parenteral suspensions are prepared in substantially the same manner except that
the active compound is suspended in the vehicle instead of being dissolved and sterilised
by exposure to ethylene oxide before suspending in the sterile vehicle. Advantageously,
a surfactant or wetting agent is included in the composition to facilitate uniform
distribution of the active compound.
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i s suspended-iumanheanmial ol reed detedd of bei ng di ssol ved and sterilised by
exposure to et F er.l 1.clie.
Advant ageous| yfli/An%&eH?%gff e R&Q lﬁ%r\gcy?xﬁm @egadtnﬁn}sﬁlﬁ’%ds{ a(r]ée}l&?mXceeﬁk&h
conposi t i eampesitigs heietnietorg df:ﬁnﬁdmrcﬁ tthrfptm 2 partigtlar speeteritheepressmpound. -5
WO 02/ 20530, Rehh GBOL/ 03996 As is conmon practice, the conpositions wll
usual |y be accqnpanied by witten or prjnted d|r ctions for use in the
medi cal treat meRe Bhﬁﬁh%th%%seebﬁ%@m%n% ¢ the pes phithansaulinal itng to

convent i onglvarehbedsior shiChadFactiR@Fa nildsein@se thrithe SéanearmdioebeipBPERist ext s,

for exanploef dga%gte?%e llxt%Q c%ncciluxons associated with diabetes mellitus and certain

complications thereof.

In the treatment and/or prophylaxis of diabetes mellitus, conditions associated
with diabetes mellitus and certain complications thereof the Ethanesulfonate or a solvate
thereof may be taken in amounts so as to provide Compound (1) in suitable doses, such as
those disclosed in EP 0,306,228, W094/05659 or W098/55122.

No adverse toxicological effects are indicated in the above mentioned treatments
for the compounds of the invention.

The following examples illustrate the invention but do not limit it in any way.



Phar macopoei as, Rem ngton's Pharmaceutical Sciences (Mack Publishing Co.),
Martindal e The Conpl ete Drug Reference (London, The Pharmaceutical Press)
and Har woOe2/@320met i col ogy (Leonard Hill Books). As used PeT/6iBn1/039g6 t er m

" pharmaceutical ly acceptabl e’ enbraces conpounds, conpositions and

I ngredients for both human and veterinary use: for exanple the term
"pharmaceutically acceptable salt' enbraces a veterinarily acceptable salt.
The presemgtXAMPRRESON further provides a nethod for the treatnent and/or
prophyl axis of diabetes nellitus, conditions associated wth diabetes

mel litus gng, @tlag M- [EQN%&{}@LNO&S#J?@EI%%M e Wl}ﬁﬁai&%xﬂb@ﬂﬁn manmal

whi ch conp rong anount

Et hanesul f(%ﬂ%?%thgpégéﬁ]fgglg ate thereof to a human or non-human mamrmal in
need thereof. Conveniently, the active ingredient nmay be adm nistered as a
phar maceutEtbaesulfanipasidt(D 68 mi) wanadiedte adtified saspensicn oh)$4-{B(Nsnethyl-

par ti cul arN-#3peddyimihbetipxeentyljthiaydidined 4-dionea3 Q) megropap2ot (StdhﬁL?]
present 'QY%ObCO'TIBrs@M‘eQ%XH?@M§?na‘?ﬁtaﬁfs@@f‘% ﬁl?cﬁaatﬁea(?rso txoﬁQJ ayat e ther eof
for the mBdlac Myl uf tk% e(a%f%'ftc o%rﬁ fo Mfe;ﬁ O{ﬁgﬁfophy' axi s

o '([j R ‘qu‘éaé? ﬁ§°]tlfﬁ: ° 2’/0 aci(%eglsz?nd
certain cdlip ™

di abet es rﬁ?lli‘quﬁj‘én CIATHER Hh%“"és y LE’EZ anﬁw %TI abet es rrel I i tus and
certain cmﬁvﬁmr@b@hw&e@éﬂ]P&lwéolaﬂln@rﬁéls@pn@ﬁams@iforw%@ﬂ awhise t hereof nay

be taken icnyastinnsdids@.hg).t o provi de Conmpound (I) in suitable doses, such
as those disclosed in EP 0, 306, 228, W)94/ 05659 or W98/55122. No adverse

t oxi col ogiga e tioned treatnments for

t he corrpgundmmﬂcf%ms(ﬁ) Iﬁ%lﬁ%&ﬁ%lﬁgl f5§|4| z'ﬁ?(?'es illustrate the

i nventi on B Yﬁ'ﬂ“%’? thexlpen lﬁhi?zaﬁ@ma&y 1on % PSSR0 PCT/ GBOL/ 03996

EXAMPLES Exanple 1 5-[4-[2-(N-nethyl-N(2-pyridyl)am no)ethoxy] benzyl ]

t hi azol i dixemizpld2 §i[d+{2-(DtinatlyN-{BpatidylihiopahofyberzydiidzolidigB24L) was

added to @iGhd éthadessifopafesi on of 5-[4-[2- (N et hyI -

N- (2- pyridyl)am no) et hoxy] benzyl ]t hi azol i dine-2,4-dione (3.0 g) in

ﬁL?P?nazc% 5{11% fens%n §P§ 14 F??N%étﬁylelg (fnpynh'yl?amviag)e{ﬁ%xy %ﬁzny? at 50C
t 1azoh ine- 4 J}one (30 0 g) in propan-2-ol (200 mL.) was heated to 60°C before
ethanesulfonic acid (4.57 mL) was added. The mixture was held at 60°C until a clear
solution was observed. The stirred mixture was then cooled to 21°C over
approximately one hour. The white product was collected by filtration, washed with
propan-2-ol (2 x 30 mL) and dried under vacuum for 16 hours to give 5-[4-[2-(N-
methyl-N-(2-pyridyl)amino)ethoxy]benzyl]thiazolidine-2,4-dione ethanesulfonate as a

white crystalline solid (24.0 g).
Characterising data recorded for the product of Example 1

The infrared absorption spectrum of a mineral oil dispersion of the product was obtained
using a Nicolet 710 FT-IR spectrometer at 2 cm’™ resolution (Figure 1). Data were
digitised at 1 cm™ intervals. Bands were observed at: 3117, 2772, 1750, 1704, 1647,
1616, 1586, 1549, 1514, 1458, 1419, 1335, 1313, 1241, 1218, 1185, 1146, 1078,
1059, 1041, 1023, 1006, 907, 841, 820, 779, 758, 740, 715, 664, 576, 520, 506 cm™.

The infrared spectrum of the solid product was recorded using a Perkin-Elmer
Spectrum One FT-IR spectrometer fitted with a universal ATR accessory. Bands were
observed at: 3122, 3000, 2771, 1749, 1699, 1647, 1612, 1587, 1550, 1514, 1480,

- 1458, 1419, 1386, 1334, 1313, 1240, 1216, 1185, 1141, 1079, 1058, 1021, 1006, 907,
840, 820, 779, 757, 739, 714, 663 cm.

The Raman spectrum of the Ethanesulfonate (Figure 2) was recorded w1th the sample in a
glass vial using a Perkin-Elmer 2000R FT-Raman spectrometer, at 4 cm™ resolution with
excitation from a Nd:YAG laser (1064 nm) with a power output of 400 mW. Bands were
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observed and was then cooled to 21C over approximately 1 hour. The white
precipitate was collected by filtration, washed with propan-2-ol (10 niL),
and dri edv®02/20526 hours under vacuumto give 5-[4-[2-( N nrCTYBoMII26

pyri dyl ) am no) et hoxy] benzyl ] t hi azol i di ne-2, 4-di one et hanesul fonate as a
white crystalline sol id (3.3 g). '"HNW (d6-DMSO): consistent with

5-14-][ 2- (N-rrethyl g}p 7yl’ld§/ )7am gethonyS]benz lthl azol i di ne-2, 4-di one
et hanesul pPbyssyes at:Bd&) $Q6p 2928, 1749, 1699, 1613, 1548, 1451, 1420, 1391, 1337, 1318,

5- [ 4- [ 2- ( AR$BtIRGS,.- IR L 2L Sy 1 LA 1 &F3, ri%?eﬁﬁb{%lpb&ﬁzys@ T4 6661686 78, 9014~ di one
et hanesul 526,802, 46873, %bk@@hsﬂ%wno

5-14-[2-(N-net hyl - N-(2-pyridyl)am no) et hoxy] benzyl] thiazolidine-2,4-dione

(20.0 g) in propan-2-ol (200 nL) was heated to 60C before ethanesul fonic
acid (4.57 nL) was added. The m xture was held at 60C until a clear

solution served. irred, m xt S oled to

appr oxi ot BF S BRE B DR i ma“@mé&ﬁggfcﬁﬁavasgewﬁ iton.
washed wi the fofpwaracguisition zopdiionsrilbeanpdar Ceddenserior toasieidfkdh 16 hours to
gi ve 5- [4(Ieae1(afdr current: 40 mA, Start angle: 2.0 °20, End angle: 35.0 °26, Step size: 0.02 °20 ,

met hyl - g%npréﬂ DARAgME! bAXALBARFYKRPD ﬁlgwslaﬁu @aaﬁvéﬂﬁen@ﬁes are

et hanesul f ona ite crystalline sol . Characterising data
recorded fdOr e|4 futt of Exanple 1 The |nfrared absorptl on spectrum of a
m neral oil dispersion of the product was obtained wusing a N colet 710
FT-I R spediabbtnkter at 2 cml resolution (Figure 1). Data were digitised at
1 cm intervals. Bands were observed at: 3117, 2772, 1750, 1704, 1647,

1616, 158 To ﬁé te T 1L335, 1313, 1241, 1218, 1185, 1146,
1078, 10 4 1072 ohrengi —B841, 820, 779, 758, 740, 715, 664, 576,
520, 506 |ci 2-Thef® °j nf raregi sézeqtrurﬁ of the solid product was recorded
usi ng a Ber ki nei& ner Spectrmm One FT-IR spectroneter fitted with a
uni ver sal [[ATR cpessory Bands were | observed at: 3122, 3000, 2771, 1749,
1699, 164FA—3642—1587%4—1550—1544—1480, 1458, 1419, 1386, 1334, 1313,
1240, 1216 11858 1141 10708T1058" 1021, 1006, 907, 840, 820, 779, 757,
739, 714, 663 thi3. Theg Raman1§pectrum of the Ethanesul fonate (Figure 2) was
recorded With {he sangle in g glass|vial using a Perkin-El ner 2000R
FT- Raman Hé, terat ﬁk' —f—resolution with excitation froma Nd: YAG
| aser (1064 nm=With a_pame.r_'é{,m-pui_of 400 mW Bands were -7 WD 02/20520
PCT/ GBOL1/0399613.1 27
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observed at: 3109, 3067, 2928, 1749, 1699, 1613, 1548, 1451, 1420, 1391,
1337, 1318, 1287, 1263, 1211, 1185, 1143, 1082, 1042, 987, 919, 828, 780,
744, 667 w@862056R0, 601, 576, 520, 470, 417, 387, 337, 2PeT/GBAB0IMG 1. The
X- Ray Powder Diffractogram pattern of the product (Figure 3) was recorded
using the follow ng acquisition conditions: Tube anode: Cu, Generator
t ensi on: A0t —Cenrerptor—egr+ent—A0 mMA, Start angle: 2.0 20, End angl e:
35.0 20, gtep 48 Pe 0.102 20 7.6 Tine per step: 2.5 seconds. Characteristic
XRPD angl es anglgigel atijve integsitiesjare recorded in Table 1. Table 1
Angl e Rel ‘Tntg@glty Z-Theig % 6.214.1 9.1 9 10.6 8.1 11.3 1.7 11.7 6
12.4 4.3 13.%7§% 4343 ;7:928.E 16.0 13.6 16.6 92.1 17.4 4.5 18.2
9.2 18.7/36.72980 7 g4 odB76 5 0.9 19.9 21.6 56.8 22.4 100 23.8
7.1 24.017.4 228.2 6.6 9.9

30.6 7.8

31.1 6.8

31.6 14.2

32.2 10.7

32.6 17.9

33.8 9.1

34.5 5.2

The solid-state NMR spectrum of the product (Figure 4) was recorded on a Bruker AMX360
instrument operating at 90.55 MHz: The solid was packed into a 4 mm zirconia MAS rotor
fitted with a Kel-F cap and rotor spun at ca.10 kHz. The 13C MAS spectrum was acquired

by cross-polarisation from Hartmann-Hahn matched protons (CP contact time 3 ms,

repetition time 15 s) and protons were decoupled during acquisition using a two-pulse phase

modulated (TPPM) composite sequence. Chemical shifts were externally referenced to
carboxylate signal of glycine at 176.4 ppm relative to TMS and were observed at: 11.1,
36.1, 38.5, 46.5, 48.9, 56.1, 66.2, 111.7, 114.9, 119.2, 129.9, 131.1, 134.1, 140.5. 1
153.4, 157.2, 171.8, 176.1 ppm.

Properties of the Ethanesulfonate, recorded for the product of Example 2

Solid State Stability of the Ethanesulfonate
The solid state stability of the drug substance was determined by storing approximately
1.0 g of the material in a glass bottle at a) 400C / 75% Relative Humidity (RH), open
exposure, for 1 month and b) at 509C, closed, for 1 month. The material was assayed
by HPLC for final content and degradation products in both cases.

a) 400C / 75% RH.: No significant degradation observed (HPLC assay 99%
initial).

b) 500C: No significant degradation observed (HPLC assay 100% initial).

Solubility of the Ethanesulfonate

The solubility of the material was determined by adding water in aliquots from 1 to
1000m! to approximately 100mg of drug substance until the powder had dissolved. The
visual solubility was confirmed by an HPLC assay of a saturated solution.

Solubility: > 100 mg/ml.

Flow Properties of the Ethanesulfonate:
The ratio between the bulk density and the tapped bulk density (Hausner Ratio) of the
Ethanesulfonate was determined using standard methods ("Pharmaceutics - The Science

9-
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25.6 8.3 26.0 5.8 26.7 17.5 27.3 13.8 -8 WO 02/20520 PCT/ GBO1/ 03996
28.0 7.6 28.9 9.8 29.4 12.2 29.6 11.7 29.9 9.9 30.6 7.8 31.1 6.8 31.6
14.2 32WO01020520 32.6 17.9 33.8 9.1 34.5 5.2 The solid-BCHGBIMMIGpect r um
of the product (Figure 4) was recorded on a Bruker AMX360 i nstrunent
operating at 90.55 MHz: The solid was packed into a 4 mm zirconia MAS rotor
fitted wwth a Kel-F cap and rotor spun at ca. 10 kHz. The 13C MAS spectrum
was acqui pédoshge Eoras Depighgraditat MomAdlitomnl 988t pubtishedatynCimathitied pr ot ons (CP
cont act tmngstgﬁa) repetition time 15 s) and protons were decoupled during
acqui siti u?‘ﬁérrlgat A ywo- pul se phase nodul ated (TPPM) conposite sequence.
Chem cal shi were externally referenced to the carboxylate signal of
glycine at 176.4 ppmrelative to TM5 and were observed at: 11.1, 36.1,
38.5, 46.5, 48.9, 56.1, 66.2, 111.7, 114.9, 119.2, 129.9, 131.1, 134.1,
140.5. 142.4, 153.4, 157.2, 171.8, 176.1 ppm Properties of the

Et hanesul fonate, recorded for the product of Exanple 2 Solid State
Stability of the Ethanesul fonate The solid state stability of the drug
substance was determ ned by storing approximately 1.0 g of the material in
a glass bottle at a) 400C/ 75 % Relative Humdity (RH), open exposure,
for 1 nonth and b) at 50CC, closed, for 1 nonth. The nmaterial was assayed
by HPLC for final content and degradati on products in both cases.
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a) 400C/ 75 % RH No significant degradati on observed (HPLC assay 99 %
initial). b) 500C. No significant degradation observed (HPLC assay 100%
initial) wosobasko | ity of the Ethanesul fonate The sol ubil i pgT/6Bot/iB96rat eri al
was determ ned by adding water in aliqu(r)ts from1l to 1000m to

approxi mately 100ng of drug substance until the powder had dissol ved. The
visual solubility was confirmed by an HPLC assay of a saturated sol ution.
Sol ubi I'i t YCLAINMISO ng/ m . Fl ow Properties of the Ethanesulfonate: The ratio
between the bul k density and the tapped bulk density (Hausner Ratio) of the
Et hanesul f onat e was determ ned usi ng standard net hods ("Pharnmaceutics - The

Sci ence -19 WoAegsmpsad PCHGEMMOBYIE-(2-pytididuaige)ctvriitpesy fhtazoliing-or M

Aul t on, stone). Hausner Ratio: 1. 1.
-10 WO 02%843 gloﬂgmtﬁﬁ(ﬁﬂ&%%%%w%%%bm Iﬂieﬁd}g A conpound

5-[4-[2-(N-nethyl -N-(2-pyridyl)am no) et hoxy] benzyl ]t hi azol i di ne- 2, 4-di one,

it haﬂesul foonat %éﬁhpoffd aRc&@ingab elaimer @Biracterisell i6 AR dyevidecor ding to claim
, Ccharact rls that it QVi .rar ectrum

subst ant i a( Vig l’i’&arﬁgéﬁercggﬂjcsélb%ﬂtﬁnﬁfl”@G‘Fcé&@“c%ﬁ’&h( gy i ﬁﬁlr?ran spect rum

subst ant i i) a/RlaﬂlaﬁGp@ttﬁiﬁnGﬁ)SWntlhll)Flngmwrdﬁnceamdl Elgure)z and X- Ray powder

diffracti pat st a e or

Figur e o nancror 2 Sar ARt B e Ll BB S bR pette

accor dancd ailigugidgame 4. 3. A conpound accordi ng to cI aim1l, char acterised

i t hat 't bstanti al |
in that i raogblgﬁ&lgfe\sﬁggﬁmp§ mg}. sttislang I dcR6EnR0RAS Flgmpbstanti ally

in accord e W ; a Raman spectrum substantially in
accordance vvlth Figure 2; (iii) an X-Ray powder diffraction pattern (XRPD)

substantially ig c@ﬁﬁ@ﬁxﬂ%&@&dﬂg&@ clbaR1echatac®érisel @t 18; préides two or more
of:
(1) an infrared spectrum substantially in accordance with Figure 1;
(ii) a Raman spectrum substantially in accordance with Figure 2;
(iii) an X-Ray powder diffraction pattern (XRPD) substantially in accordance with Table
1 or Figure 3; and
(iv) a solid State 13C NMR spectrum substantially in accordance with Figure 4.

4. A compound according to any one of claims 1 to 3, in purified form.
5. A compound according to any one of claims 1 to 3, in a solid dosage form.
6. A compound according to any one of claims 1 to 3, in a pharmaceutically

acceptable form capable of being milled or in milled form

7. A compound according to any one of claims 1 to 3, in a pharmaceutically
acceptable form and having good flow properties.

8. A process for preparing the ethanesulfonate or a solvate thereof, characterised in
that characterised in that 5-[4-[2-(N-methyl-N-(2- ’
pyridyl)amino)ethoxy]benzyljthiazolidine-2,4-dione (Compound (1)), or a salt thereof,
preferably dispersed or dissolved in a suitable solvent, is reacted with a source of
ethanesulfonate ion and thereafter, if required, a solvate of the resulting Ethanesulfonate
is prepared; and the Esulfonate or a solvate thereof is recovered.
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(tv) a solid State 13C NVWR spectrum substantially in accordance with Figure
4. 4. A conpound according to any one of clains 1 to 3, in purified form
5. A conpoonziz@ecording to any one of clainms 1 to 3, in aPeDGBdI/asage
form 6. A compound according to any one of clainms 1 to 3, in a
pharmaceutically acceptable formcapable of being mlled or in mlled form
7. A conpound according to any one of clains | to 3, in a pharmaceutically
acceptable form and havi ng good flow properties. 8. A process for preparing

t he et hanesul f o ol vat t t hat

char act er|995ed ﬁ aﬁmtac ﬁl }2% %—tlon &%W% 56[4%5 (ﬁrﬂlgﬁgl Nn(z

pyri dyl ) amiyridyarhios)ckhmey nmlhhaz@iidlm -Ad=dioue edhanesul{oetepuarsdvate thereof. a
salt ther 1y a8L rmdbgsol ved in a suitable solvent, is
react ed w:%1 &agh&nﬁcg{éﬁ%wa gd%[eqss&%#%%}ét eﬁ?on and thereafter, if requi red

a solvate of the resulting Ethanesulfonate is prepared; and the Esul fonate

or a sol vape thetagoiss s-pEpMer a@thym ﬁiﬂ)&%ﬁ@aﬁ@ﬂ%ﬁ?@ﬁ%ﬁmn@ A

phar maceut |

D oLy s it ABRGTLRSge P RRaYSE ﬁ}gﬁ“’rﬁ’é { B B biehoreife spbstacyr o

sol vate thereof and a pharmaceutically acceptable carrier therefor. 10. A
conpound 5-[4-[2-(N-nethyl-N-(2-pyridyl)am no)ethoxy]benzyl]thiazolidine-
2, 4-di one ethanesul fonate or a solvate thereof for use as an active

t her apeut ild. sub'stsnufed-[4-[LI(N-methyd-Nof2-pyridyl)amino)ethoxy]benzyl]thiazolidine-2,4-
SibarL 2 (hdiRtdidned Ra R L KMATHA0E B RBENZA L ARl i T o one

et hanesul fonate or a SO vat e ereo e nmanut acture |carrent
for the trcatmaensand/enprophylpes pﬁéxmbs@i:%mglﬂlw egyditeons gesociatadsvitle diabgtes ons

associ at edyMitl a6l 8866 sompRlatibidheBfl certain conplications thereof -12
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