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AT T T77 4« —RUTEEEBRBRATICL 5 T DOHBERTE
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LY L -HEBEEREICXLY,

REHEE (FREME 3.0g/) »5 6 AREFRKEET > 7.

AFERSF v F=Yry 5.0g 272 bv-~*H%v (1:1)

BREAlIEY% ) 0o BEERRBITF

O TH 7. INBIZEZEOFEY 96%, 6EET 78% Thoic. 4 EHOERHHT HEIRE

EZL .

BlEREVTRd —85 0.6~1.8mm BEORIZHDOTH» 7.

B 234.3~240.4

Cedhy, HEAEBHEHEROLNI Y 4°CEr o7, BRIRANZ b EBOBEREICD 2 QW& O
CESERBRDLNE. @E/u<t /57 4— (TLC) TRERKIC FTHMYALE s MiZ B ST,
TLC ok E/MRER» S, ME 99.98% LlEr#EEShA. BiL, FEEEHBBMEITI D K
OREES 98.740.6 mole, LEM I e, MBREICHES SROEE 1.2% ZHMETDH L 99.9% &

b, TLC X s EECHL{—FHLL.

il

U

{b&Ho HEER R —bT 5D, e, BBF
HREEOREMELERY, AEBOERAMLIBE
D bh, e, BMERRE ORIERHAREITE S
BT, D TERAHEEEMESHL I L 2B
S LD, $hbb, ABEC IV BEESHERS
ha, A8 boFER i WERRTOEEL, EEH
el oA, NI BHEEEROBROBEIL, T
THmDMALIC & > TIHFEEHTH D & L o5, Kdhfeo
FEE»SHLNTHY, s DLAEWCOWTHEIELT:
Exbh, WTFhi, EMERRG, B TaElE (1
EOFHE Y T 93~98%) B I hi.

VA, BIEERPREEROESCE, ERINE
Wtk 7 — 2 OREL, WERBBRIEDOLDI, FEOR
MEREPEEMOLBUESAEALTETNSA, 0
Lo RERCEX HD, AT, TOBBFERAE
OHVALERIEAO—2& LT, HROERMLZRBE L
el x, FOBREOMEDLOBRELRSMREER
Kz,

HEOHRAERDHF v F=Ve v, KECIVED
ELUEHBESLLZTY, BbhicERoftE, MR, &
A7 b VROBICARE Z, SRR & B L T
BHEERRCER LR, #B/s7r~t 257 4 —

* EAEERIAY 983 FHERMAET/ARE 4-4-1

RUOTEEEHEACC I VMEYRELEE L. £
DRERE, AR, AAERRHEERROT 2 ) A%
RAEREG O MELXET, BME (>99.98%) 0% D
Thotc. Lind, BICE (FEDFH 96%, 6EERT
78%) i bhi.

2 % B

2.1 & X

FESOBRNCBAERF v F=vey (BExA N
yEAER) EALL. MED LB, BFEERS
wEHeD v F=vey (EBERERM control 721
Fex 725), TAYVAERFBRELK TV F =V R Y,
Merck ##RESL F=vYry (Lot No. 2478551,
969, purity by HPLC) % L 7. &g, Widmar
SHELPAVCVCERIBEY LI Zarmhbh, A X/ — I,
Ry LV, BEUBRAKLTRCISTEE L=/ =,
T by, ~FHvER@HALR. Bty Yy va (KBr)
1 Merck #% (IR fJ, Vrasol 77555, Art. 4907) %
HEHRLx.

2.2 ABEHSD

RV Fig. 1 KR L HBEAAEE (HEEE
B 57ml), S ZEEHE CGHERY¥ MS-16B ),
HERTNAXFEER T S A2 (WA 100ml) 2EHL
7o, BRESE: (I50W) A4 48y 271ED 5BV
THEAL, BOrRHEI2Xo5mBLL. AXEE
Wik g A AR L., BEREFREE L, EReA
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BERYEHHABCIM Y B2 CHESHFRANCEREH L
VB ELY 2 AV Y vE—TRY KD, FHEET
BHBHT b v-~Fy v (1:1, ZBESY) BABET
#J 1.9ml/min CH 7. TR 1 BI47- b OBEAEA
Ei 140ml Th 7. FIEFRKE, 79, BH AT
THBERBET 1~1.5 RpEZERtd Lick, B8
BREBEIRD . TOBOE D IE LEMMCIIFRKHR
DLENIL L, RFKE#ELEHE L. BEEPoRIIR
RIZLEDBT7EF v-—~FHv (1:1) OBEEEER,
0.5ml/h TH Y, [FEBHEO PREAEKHEITRETH 1.
HER TR, BRI THES L7 S AN 77 A
FHABRTIL, BSRaERBHcREEERL, B
T 24 BERALL LR (Y h ) Ltk 0z )
Bl BRER, BEAEBRO—EEEZERREEL,
FRRCBEZREOC 2 SELTHELE., fhoBs
FEBE T B AEEEEKSE SMZ-10-3 R R OE
HRFEE UFX-1I-35A ®%2 A L.

2.3 E@MEMSAE (BEE)

BEARE TR ThEFATERL, BF LR, &
BELD AL vy 7 AH 5 AEMECERLETAL,
BfF» Hershberg-Merriam Flgh SHlEsy 2By, H
E#EEE 1.0°C/min CRURERO 2 HIE L, HizsR
BOTRR N REES CREBE L.

2¢4 INZRY PILAIE

AINR T HNL 139 BREEAHORER, FAE i
Bt IR-430 BIRM X HE 2 ER L, B sen-il
ELic. ¥, BYBLEAFORIN L DFEE D H
WX BT HEERL, BeERL-BINeLHE ve.,
O ROH T ABBEERHS 2IER L.

2.5 o< bIS57 4— (TLC)

HWEFAD > 9 7 L HIE R (Merck 38, HPT-
LC Fv—1, U s 60F,,, BE 0.2mm) #{&F
HBL, 87 v F=YaevDsrx,) - E¥K (30.0mg/
1.00ml) 10l =2, pCRAE, FL, a)
ZrBphina-A 7= (9:1), b) zrrikira-7
by @) R c) RvEv-227—21 9:1)
O IBEROBHEZR? #ACTREM L. BH#% 254nm
FOMRTCHEL, B, BERMY 2% Slrax
— AR ABEMBL, 366nm BEABTFTCEsE L.
X, BB EESMALCHELL. s7a~<t 75
A DEHBEE L, 254nm 5445 7 (Spectronics
8, ENF-26 #) 2fECcHL L, T3 3% Ko

RE:HEEEREC X3 v =Y rvoaMERRERRE L T OME#E 613

dak high contrast copy film 5069 CG#:E 1 7-.

2.6 REEERBAE (DSC)

REEREREERBEST (B¥EK, DSC-10A ) #»
AL #FAREC II»EES Vv F=VRr D
DSC i+ EL, ML TcoFmME 2 X (ICTA
Certified Reference Material, GM-758, distributed
by NBS. gi& 505.1K, AH:=7.07k] mol-1)®
DSC #iggh 5, RERURMMRBLHEIEL, Fig. 1 KR
TFIEY D CRMY e LS EER LY. ok, TOER
LT BEREESL, BRELZO7 LI =T Ay (5.2
mmO.D. x 2.5 mmH.) R E 54 2mg EHEebh,
7V vR=ThSiR LT, AEEE 10Kmin-1, mRE
2.5mcal 571, BEKIIEKCHAE L.

3 HRRUOER

3.1 EBHE&RBREORR
FRIEOFEENCH LN ER D, BN LTERY
WEOBRNIPNE L, REHOFhkE Iz SRR
BRPENRD e, —Be, EEMEREOMEHEN
HELWVEEX S, X, zoz LixFAEe, BIEEL
ChoMkehid, Lhrl, EOBHEMETIRIhOER
BELCHENETRTETS -7, KEBERE\WTIL, #
HROMEE 1 FBE LR o2 & T, ABREOFRE
e, Fe, HBRAHOSLOLFHETHS -
Bx%. HEDEZND, ZEXHCTSLF=Va v
RN T IR B BREY TR TEELbRhS 7 v vk
Vo (HEEFERBRE 3.7g/1) ROT 2} v-~FH v
(1:1) BEHE (A 3.0g/1) 2BACHEBLI. 7
B, ~FHUTRIZEALEEET, 12 BHASEE
LTH#0.1g LABohT, ERMRMHRE Lk
o,

32 BRUOELAMHEERIANYE

R 7vF=Yyayv 1.8g r7erikramnd 2
M, 5IXHEET7 b v-r~FHy v (1: ) nS4EHBE
HEETocl b, £ETHELRIHEHEORSN,
Fig. 2 wEBPCLoHEBEZRTIOR, S¥ AL
oo X, BEMIBBUE» DI, BL- TR KX
7eh, BHPENSEZ2ONHRCH BEIhE. &t
¥, 1HABROC2EIREE LR CENROBEEMNMET
LIcEAROCBMEDIELDERKENFONEL B ot
HHNL, MAPNCRE LB OB IS, SRk
Eicd, FHRHUECB L oD THA W LESL
bhs.

NI | -El ectronic Library Service



The Japan Society for Analytical

Chemi stry

614 BUNSEKI
239.15°C (a)
239.75
240.35
240.95
§241.35
T
@ . yith
3 o
Q
5 l
Gl -~
g -2%a-
Sample weight 1.93mg | A H;
Scanning rate 10 K min—? |
Sensitivity 2.5 mcal s™1
A H;=7578 cal mol-!
To=242.8, 'C} o (b)
243 To=24215°cJ2T=T"Tm
242
o ..
-\_ 241 Original data
~
240
H ~—Corrected
239 1 1 (] L 1 1 1 ] 1 1
0 1 2 3 4 5 6 7 8 9 10
1/F
Fig. 1 Purity calculation from differential scanning

calorimetry (DSC) curve; highly purified
prednisolone by the automatic recrystalliza-
tion technique?V? : (a) DSC melting trace,
with some decomposition, (b) Curves of
temperature T us. reciprocal fraction melted
1/F

Tin (ICTA Certified Reference Material, GM-753,
distributed by NBS) was used for both temperature
and heat calibration. The parallel dotted lines in
curve (a) represent the superimposition of the low
temperature slope of the tin peak to correct for thermal

lag inherent in the system. Curves (b) were obtained
by the following procedure :

Temperature/ Area sum/ /F Area sum/ 1/F
°C g 15% corrected corrected
239.15 0.00455 16.66 0.01592 5.47
239.75 0.00791 9.58 0.01928 4.52
240.35 0.01286 5.89 0.02423 3.59
240.95 0.01967 3.85 0.03104 2.80
241.35 0.02847 2.66 0.03984 2.18
0.07583 0.08720
.. . AH,
Mole % in impurity = 100 RTo? AT

= 100 X 7578 X 0.67

1.9865(242.8, 4 273.150)2

= 0.9¢ mol% impurity (99.0; mol% purity)

v, R viF=vyeyv 5.0g 71 F -~
Fyyv (1:1) »HOEHBFEREEIERLL. 20
& X, BEAIEYC Y o ABEERRIE, F1EBY
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945 ¥ =1.54x + 233.82, inclination
significant at 1% level
240 oo Be-o
o % Ends of melting
;‘__\’ 2354 .
=2 i T
2 gt
S
%
= -
E 230F PR
=
\ /{ Beginnings of melting
with 95 % confidence
2251 limits, corrected
220
L i1 ) L ) L t

0 1 2 3 4 5 6 7

Repeated recrystallization times

2 Melting range transitions of prednisolone
after repeated automatic recrystallizations

— : recrystallization from chloroform followed by
acetone-hexane (1:1); - - : recrystallization from
acetone-hexane (1: 1); X : Crude prednisolone, phar-
macopeial grade(Nippon Merck-Banyu); @ : recrystal-
lized from chloroform; QO : recrystallized from acetone-
hexane (1: 1, azeotropic) mixture; []: successively
recrystallized from ethanol by an ordinary manual
procedure

10 Fefd] (6 EDFIE O Fefd]) HE L1
B OINERIIZ 78% TH b, 1[EHL H OLEILFE %6
% THotle. HETHELRICHEMGAORMS Y, Fig. 2
CEBTTOHBEZELRRLEY, D EOmERNDL
BHbhickEsb, BG4 EE OBRME TIIRIA
OERPELL (EFK B+ 2 EREFOBEFCE
BRE 1% CHEEE DY), BEPRLBEZECHEDLI
. X, 4~6 @EEBShCERMOARSAT AT
Bot. B, BIEFE =%, — A bREKETHERS
Licht (XK 65%), MUARER LIS &b, Kk
CXAEBIBECEL QW L HEr L.

6 B DO FHL

3.3 ERONBRUBRECIIEFRRHIMER
& DM DK

FRESCZE LA ML, RHEOBESHMEDOE
Bz X hiE, Fig. 3(b)RT X 5, KoM EERE
Hbhan, EHE-T\T, —id 0.6~1.8mm £
EOBRDTARERLDTHotz. X, BBLC=K/ -1
NORRETEERLLLDY, Fig.3()nod:kh,
BHARHOE LD THot. ThiXLT, H
JAEE¥E 5 (control 721) T3, Fig. 3 ()t kb, &
NEREFERE L (—LH0.18mm BE), X, &
PR RS S QBEL TV, e¥s, BEREHORH &
T, Fig. 3(a) ot kb, TXRTHELEMKRTH 1.
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Table 1
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Purification of prednisolone by repeated automatic recrystallizations from

acetone-hexane (1: 1, azeotropic) mixture

Recovery, % Melting range (with some de-
Prednisolone Singl composition)® /°C, corrected Color of melt
ingle
average Overall Beginning End
Crude, pharmacopeial, 5.0 g —_ —_ 229.3+3.8 233.8+1.4 light brown
Present one, recrystallized 6 times®’ 96 78 234.34+0.4 240.4+£0.3 cream
Present one® 65 — 234.34+0.8 240.240.3 cream
JP Reference Standard®’ — — 230.54+0.6 236.3+0.5 light brown

a) Ten hours taken for the first recrystallization by using 150 W-recrystallization heater at 55 volts. b) Successively recrystallized from

ethanol by an ordinary manual procedure.
value represents the mean +95% confidence limits.

1.0mm

(a) ®)

© @
Fig. 3 Photomicrographs of prednisolones

(a) Crude, pharmacopeial grade (Nippon Merck-
Banyu); (b) Prednisolone purified six times by the
repeated automatic recrystallizations from acetone-
hexane (1:1); (c) Prednisolone finally recrystallized
from ethanol by an ordinary manual procedure; (d)
Japanese Pharmacopeia Reference Standard by National
Institute of Hygienic Sciences, control 721

RJidn, ARBEROHREES (control 721) DR
K%z RSHET T RAFLBEAE LcERE, SCBRE &3t
iz Table 1 ©@R72%, AR ORMBEREIT 234.3~
240.4°C (T TEifE, BN 2 V) — A g
) ThH, HREELKOLD (HEXME, BIEI
BIrAER) Xbd 4.1°C Bhrotk. X, BHRDOLD
Xb 6.6°C B ot

Bl Xy, REMMIERERDX D LE LB
EThHLRHELNTHS.

3e4 MINZANRY FALRU BARMICES SUEOH
®

A¥ERI L HEERS (control 721) wowT, 1.5
x10-3% 2 & ) — AEEE A, BAR BT 5 RIY

¢) Distributed by National Institute of Hygienic Sciences of Japan, control 721.
Reported melting points of prednisolone : 240~241°C (dec.) by Herzog et al.15);
235°C (dec.) by Kondo et al.18>; 235°C (dec.) by Kimura e al.7>

d) Each

A7 P AERAIEL, FE 220nm, 243 nm (Apax),
270nm kT B BEE (FhFh 4, 4, A3) %K
D, WD A/A4,, A/A4s DfEE BH LT HE L.
X, 243nm KB ESDOBRIEEH EN% GREIE)
EHUTHE L. ZO/E, RIEAMEIEL
MDD Bhied -7, Table 2 RT X5, BRIV
B LTEEENED bR, 243nm L hEAHEOHE
Tk, AR ORI EELS O R T Y]
DIL>TWBEFLSD (BRRER 5%). X, ARHEHO
WHARH E\%y 2EREEADL DX D AR (ERE
20%) LEx5. DEoEELY, ABMAINHRDEES
IDRFBLIBMHETES - L 2B T3S,

R RBDORARINA L2 + 1% KBr g8 X b
RE LI, Zhic X hfiEOEYHMEC B3 &
REL2r -7 ds, 6EBRB LA ORA
N7 Y, BRBEROZRIE K Lich 723, 7
EHE=2 7 —AhbBEHLEDIDIZI L —FK L.

Table 2 Comparisons of ultraviolet absorption
spectra and absorption coefficients be-
tween present prednisolone and Japanese
Pharmacopeia Prednisolone Reference
Standard

Present preparation,

JP Reference Standard,
recrystallized 6 times

control 721

A, (at 243 nm)

4, (at 220 nm) 2.07+0.04 2.03+0.01 (A)
Ay (at 243 nm)

A (at Z70nm) 2.38+0.06 2.36+0.01 (B)
E1%, (at 243 nm) 419:£6 415£2  (C)

Each value represents the mean +95% confidence limits. (A)
Difference between precisions : not stated at 5% significance level;
difference between mean values : stated at 5% significance level.
(B) Difference between precisions : stated at 5% significance level;
difference [between mean values: not stated at 509 significance
level. (C) Difference between precisions : stated at 5% signi-
ficance level; difference between mean values: stated at 20%
significance level.
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zhik, #RoME {Fig. 3(b), (), (D} »HHHH
MTHBH, BHPCIBLOTHD LHM L.

3.5 TLC (CKZHBEDHE

AKEBY G RO A HEERES: (control 721) 300 pg 0%
A—7v— rORBeAR, FL, BELKCER, &%
B RTix, Fig. 4 (b), (c) D&k bh, THWAAF » b
N BHIRE Z e ote. ThEeX LT, HRF
Ex R iy, Fig. 4(@) 0ekbh, BOELEROLD
w, BREFLCERE T RE—0DORMH AR,y + 233
BB Ihi, =L, maed, FEACEREEO A
Ry FERROAA, PAELI BRI, ZhbiX
FRO VTN CRERBE LI LI X B0 LML
Fo. fods, AK B 13, BRERBCOWT, RFEHDORE
Bz e—<=bt 5 AR, BEALEARy PDEFR, I
MppARy PEBEE LTV, AERTIE, WHEd
2, EAXy PO ETRAILRKGA Ay PR SHh
Tedr otz $€-T, TLC 13—z 10-8~10-2g *i&
HTE38 3 FRIHENG VA, 7LV F=Ye vORH

Fig. 4 Thin-layer chromatograms of prednisolones

(a) Japanese Pharmacopeia Reference Standard, con-
trol 721; (b) Prednisolone purified six times by the
present (c) Prednisolone
finally _recrystallized from ethanol by an ordinary
300 pg of each sample (30.0mg/1.00 ml
of methanol solution) applied onto the same plate
(Merck, HPTLGC-plate, silica gel 60F254, 0.2 mm
of layer thickness) and developed in
methanol (9: 1).
ultraviolet lights.

automatic  procedure ;

procedure.

chloroform-
Photograph taken under 254nm

KAGAKU Vol. 34 (1985)

THRERDILE TS, 0.05~0.01pg THotcZ &b
%y, AR ROMER, 99.98% L ELHEI .
7s3s, BRAERIOFRSABIETMYIEROBRMEIET
SEEXNTch o BEIRATH B A, T ORI,
AEERERTHERITRORM 7 v~ 75 AHFICHE
HIh, AFESBREEHOR 7 v <+ 77 AR
THAMNBHEINTVWRZ ED, KEREWTR, &0
TGO IBIIBH TH o LEBEINS.

3.6 DSC [CKAPBEDNE

RS Fio—oTHD DSC ZGHL, EAxDO7 V¥
=V R vROWT, MEYHEERLL. 27, BEL
J-RMR (ORERHE>) © DSC i % Fig. 5 © iR 3
2, b v¥— 27 BED BV (R X% Sk
T) nIbdHh, HEMML, HRERER (control 721
FOr 725) ROVT 2 Y A ERFEER LD I RMETH
BT ENYDB.

(a) (b) (c) (d) (e)

227.0°C 2261°C  233.7°C  2314°C 235.4°C
. VoA \
g
|
/ / /
2382°C  239.8°C 242.7°C /
/ N
204 245.9°C
Fig. 5 Typical DSC curves of several kinds of

prednisolone

(a) Merck, laboratory chemical grade, lot no. 2478551,
96% purity by HPLC; (b) Japanese pharmacopeial
grade (Nippon-Merck Banyu); (c) Japanese Pharma-
copeia Reference Standard, both control 721 and 725;
(d) United States Pharmacopeia Reference Standard;
(e) Present both purified six times from
acetone-hexane (1:1) and finally recrystallized from

one,

ethanol

B, RS TwBIT5% van’t Hoff XA @A L THE
H UM R OB ST — 2 % Table 3 w345, X8
BLGOME MR EbE <, 98.71£0.6mol% (957
EEBR) LEHIAL. 2L, DSC MEREHED
FRE, BROERPEOBNFLESITWEHND,
BRI R 2 AL 5 & DBFBERIL, BERLERTIILO
HABRALYBL TWBH, ME 96% O Merck FHHIEA
i1k, DSC 1w X hRDAAE 94.8+11.5mol% L
Be—HKLTEy, MEOHEME LTHaciHliT
BT ENYMNS. X, =o€ DSC iz XBHEs 1.2
% EL Hi-oix, Bl MO EE B2 Dh
Binb, TONEFHIETSE, REHHOMER 99.9
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Table 3 Data for prednisolone purity determi-
nation by DSC

Purity®, AH/

AT/ Tof
mol% cal mol-! °C °C

Prednisolone

(a) Merck, laboratory chemical 94.8+1.5 8815 3.2 238.6
grade, 96% purity by HPLC

(b) Japanese pharmacopeial 95.7+1.9 7935 2.8 239.1
grade

(¢ ) JP reference standard, —b 6850 — —
control 721&725

(d) USP reference standard

(e) Present one

97.3+0.8 8608 1.6 241.4
98.7+0.6 7663 0.9 243.2

a) FEach value represents the mean +95% confidence limits.
b) Purity could not be calculated by the steep DSG peak (same
slope as that of the tin) whose reason is uncertain.

9% rich, TLC X5 #5EE (99.98% Blk) &b
X< —%T5. ok, HREEMTIE, control 721 X
G725 OFEE L, BEC— 2 OAMLORET L =Y
vy LBih, BHEALDE— b ERDERLE
SEICch, MEEHENTCE I oT. TOFERIKDW
TIHECKRVWY, PRI EELELLRS.

4 B

EMEERNELREL, SRboFEER2+oERELT
B XhEEBEESEC IS 7V =Y e voEEY
B2, EEFCED L. B, BELREREIFLW
LExBH, oMt & - TEEN S AR
IRTVWRZERENTELOTHS. X, BDTHIN
BTHhHZE L, | EOHBEESHEHEREED
ok, HbLWHNEZELRWIEND, BOIELE
HRIHRESTHY, +HCBEDEIRL, L&Y
DEMEBBOEENELLANMEERS LK L.

ARESVF=Ve vOMER, BEERGEELR
U7 2 ) 2 BRFEEKOME LY ERIZ D THD, 2
i 100% LHEE S .

EREEFFTOIR YD, TIHERZE - - EERXERER
WEHRLET. X, BoMCET28EXER2 IR
ETFTE o, BERETL¥HHFABRKNEEICETH
WHREMAF/PREIRELICEHRBEL £ 7.
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High-purity, high-recovery purification of pre-
dnisolone by the automatic recrystallization
method and its purity evaluation by thin-layer
chromatography and by differential scanning
calorimetry. Osamu Nara (Tohoku College of phar-
macy, 4-4-1, Komatsushima, Sendai-shi, Miyagi 983)

Prednisolone (Japanese pharmacopeial grade, 5.0 g)
was purified six times from acetone-hexane (1 : 1) mix-
ture (solubility at an ordinary temperature, 3.0 g/l) by
the automatic recrystallization method, which had been
previously established for the high-purity, high-reco-
very purification of compounds. It took approximately
nine hours on an average to perform each automatic
recrystallization by using a 150 W-recrystallization
heater at 55 volts. Recoveries were an average of
969, per each recrystallization and 789, after six recry-
stallizations. The purification of prednisolone was
made up to a maximum by four times of the present
repeated recrystallizations. The obtained crystals were
full of extremely large single crystals, most of which
were 0.6 mm to 1.8 mm in length of a longer side. The
melting range of this highly purified prednisolone was
234.3~240.4°C, which was 4.1°C higher than that of
the Japanese Pharmacopeia Prednisolone Reference
Standard and 6.6°C higher than that of Japanese
pharmacopeial grade one. Significant differences were
found in the ultraviolet absorption spectra and the
absorption coefficients between the present prednisolone
and the Japanese Pharmacopeia Reference Standard.
The present prednisolone did not contain any impurity
spot in thin-layer chromatograms. The purity of the
present prednisolone was evaluated to be above 99.989;
by examining the least amount of prednisolone to be
practically detectable by thin-layer chromatography.
The purity was, furthermore, calculated to be 98.7 4
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0.6 mol?, by differential scanning calorimetry and was Keyword phrases
evaluated accurately to be 99.99; by correcting 1.29,

for the decomposition accompanied by melting. . . ) .
(Received May 10, 1985) recovery purification of prednisolone; purity evalua-

tion by thin-layer chromatography and differential
scanning calorimetry.

automatic recrystallization method; high-purity, high-
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