voL. 5 (1961)

(I. I. M. ELBEIH AND M. A. ABOU-ELNAGA, Anal. Chim. Acla, 23 {1960) 30)
Solvent: Ethanol-pyridine-water—conc. ammonia {60:20:16:.4).

Anion Rp Anion Rr
Fluoride 0.01 Carbonate ©.10
Ferrocyanide 0.01 Todate ©.10
Arsenate 0.03 Arsenite 0.12
Chromate 0.03 Sulphite 0.20
Dichromate 0.03 Bromate .41
Sulphide 0.03 Nitrite ©.43
Phosphate 0.03 Chloride o435
Cyanide 0.06 Bromide 0.50
Sulphate 0.07 Nitrate .56
Ferricyanide 0.08 Chlorate 0.60
Borate 0.09 Iodide 0.61
Thiosulphate 0.09 Thiocyvanate 066

CHROMATOGRAPHIC DATA

TABLE 1|

Ry VALUES OF INORGANIC ANIONS

TABLE 2

Dr

Rp VALUES (RELATIVE) OF 2-(4-AMINO-4-CARBOXYBUTYL)-THIAZOLE-4-CARBOXYLEC ACID
(J. D’A. JEFFERY, E. P. ABRAHAM AND G. G. F. NEwrox, Biockem. J., 75 (1960) 216)

Solvents: §;

Paper: Wha

W

Butan-i-ol-acetic acid—water (4:1:4, by vol.).

809, (w/w) phenol in an atmosphere saturated with 509 (v/v) acefic acid.

Butan-1-ol saturated with aqueous 0.1 N HCIL.
Butan-2-ol saturated with 39, aqueous NH,.
Propan-1-ol—water (7:3, v/v).

tman No. 1.

Detection: Ninhydrin.

Compound

3,

2-(4-Amino-4-carboxybutyl)-

1.76

-thiazole-4-carboxylic acid

2,012

-

—— o -
.73

-~

* Rgiy = RF relative to that of glyvcine.
** Applied in N HCI.
*** Applied in aq. 3 9% (w/v) NH,.



CHROMATOGRAPHIC DATA

TABLE 3

Rp VALUES OF SOME PYRROLIC ACIDS
(R. A. Nicoraus, Rass. med. sper., 7 (1960) suppl. No. 2)

VOL. 5 (1961)

Rp
Pyt acid Buana Dol Bt Buano - Diopad
o (I'I‘) 33% NH;-H,0 H, H.,0 Ha
: (rosro:r:y4) (80:.4:16) (£:1:5) (60: 30:10)
LNI,I—COOIH o.12 0.65 0.8¢g
iz
l COOH
I\ .y 0.04 0.29 a.60 o.80 0.48
H
]HI(OXDC—LL_ ,“‘—CCOH 0.00 0.47 0.79
H
———H—COOH
H\L,,—CDOH 0.17 0.72 0.43
H
HOOC | I
’\\I,—-COOH 0.00 0.07 0.35 0.72 0.23
H
H@KOC-‘—,——.——C'OOH
Ll /l o.1I1 0.44 0.67 0.52 0.58
H
HOOC |
H())OC—H\V,"—COOH 0.00 0.46 0.54 0.36 0.29
M
H(DKOC———-———i T COOH
HOJOC—"\V; 0.00 o.12 0.40
H
H(D)OC—”———-H— COOH
]H[(D)OC—LN:/—COOH. 0.00 0.02 o.15 0.49 0.06
H
0.18 0.64 0.86

CHQ—KN l_coom
H

(Contirsued on p. D3)
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TABLIE:3 ((continued)

J2570
. o . /Butanol— IBthandl— NRuatasdl— ¥2e07 [Z 258
Pyrrolic acid ﬂ!ﬁ%‘;}‘f’é;, cethanol 5% W arcetivasditi- _-;;;;ffﬁlx'\'}lgn—
) 33% N Hy-THLO fHAO LD HiO
i ((LrONTQNT L) ((8ea:pprti) (Cepir :53) (ftr1:3401:081))
COOH
s |
CHa—"_\T\,j_ {01009 (0 1T @30 @8y O¥: (3}
H
HOOC I
' CHa"\\T/ 0:08 10,39 Qg7 @Bp O%
H
g
~N _~—COOH 018 Q55 «@(6%p @Bp @ 772
H
CH,;— COOH
lN’ U 0:08 Q.40 @59 @By @
H
CH, |
HOOC—\N/ 0.9 @ fby @O
H
‘CH, —COOH
N /I—COOH ‘0.24 «a160 @ ;71 @57 @ 4D
H
HOOC i
CHa—\N/”—-COOH 10.00 Q101 37 @78 @3PD
H
HOOC COOH
CI-I:,——[\N H (0I5 052 @6y @7 @ ffiy)
H
CH, —”————COOH
HOOC N ,'l 10:00 @33 @ 7Ie
H
HOOC—\N,U—- COOH ‘0:00 0.8 ©.144 B @yl
H

((Conttisseecticon . 1D 34)
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TABLE 3 (continued)

Rr
—— B, st R B Do
ANTITPH 33% NHy-H,0 H.0 H .0 F1,0
- (1o0:r10:1:4) (80v: 4 10) (4:1:5) (6o: 30:10)
———COOH
6}13—'|\ J—COOH 0.00 0.59 0,37 0.78 0.75
H .
HOOC—— ” —COOH
CH;— “\N’/ -COOH 0.00 0.04 0.23 0.34 0.14
H
CH,———COOH
HOOC—&N/“——-COOH 0.00 0.I5 0,46 0.30 0.24
=y
HOOC T T COOH
\hl"/ .12 0.46 0.63 0.50 0.66
CH,
HOOC— “ “ e COOH
\TTI/ —COOH 0.00 0.06 0.16 0.44 0.15
CH,
HOOC—— I ” ——COOH
HOOC_\"l\T/ -COOH 0.00 o.or 0.05 0.15 o.08
CH,
HOOC T J' COOH
\1?" 0.22 0.59 0.70 0.64 0.75
Cu_)H'a
HOOC T T COOH
\%"/_‘-COOH 0.00 0.13 0.28 0.54 0.25
C.Hj;
HOOC COOH
Hooc—__J_coom
T'\"’ 0.00 0.02 0.09 0.23 0.10

(Continued on p. D3)
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FTABLE 3 (continued)

Rp
- . -, . Butanol- Et - Brutancl—~ P, I
Pywrolic il 43%}[ e'tlmm;}~ 3.‘»‘9'6’“;{"‘;1,— nce;‘uf' t,:gnt— 33:,’ZP?\,"I?!,~
T erer) 33% NH-H .0 H.0 H,0 3
- (rozro:r:y) 78o: 4:16) (4:1:5) {60:30:10)
CH;— .
HOOC——\\ L 0.69 o.72 0.91
H
C.H;——COOH
HOOC—-“\\-/“ o.15 0.39 0.88
H
C.H;
HOOC—\\,- COOH 0.29 0.48 0.87 0.56
H
CH, ——— CHL.CH..COOH
HOOC—\\ - COOH ©.00 0.03 0.28 0.86 0.67
H
CH;— — CHL.CH.COOH
\\/ 0'73
H
C.H;———— COOH
HOOC—‘\\ __— COOH 0.00 o.24 o.5L 0.54
H
CH,—C,H;
HOOG—\\, - COOH .05 0.49 0.59 0.94 0.28
H
CH,——Br
HOOC- “‘\\ _—COOH .02 0.z o.44 0.8
H
CH,———COCH,,
HOOC——{\. ~—COOH ooz 0.28 0.46 0.79 0.57
H
HOOCCH.,——— CHL.CH.COOH
HOOGC— '”\\. 2—COOH 0.00 o.o1 0.06 0.58 0.19

H

(Continued on p. D6)
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TABLE 3 (continuwed)
RFp
Py rrolic acid dgt;\tﬁfnoé-l{ f;,‘fa“’;fll: 33E1;£m1'\174;11:_ ag:‘g":__’;_ g@?‘f\’.’;’;
- f1: 4 33% NH3-H .0 H, H,O H.0
1:1) (ro:ro:x:4) (80: 4:16) (4:2.5) {60:30:10)
CH,—-CN
HOOC— 'I\Nﬁ——COOH o.01 0.26 0.53 0.74 0.58
H
C.H, — CN
HOOC—H\N,”—COOH 0.035 0.32 0.54 0.82 0.67
H
HOOC———x i -CH,CH,COOH
HOOC—iN/l—COOH 0.04 0.03 0.24 0.46 0.13
H
CN T CH,CH,COOH
I-IOOC——| N/l COOH o0.00 0.06 0.46 o.70 0.33
H
CH, | ——CHOHCH,
HOOC—l\NJ —COOH 0.35 0.49 0.81
H
CI—I:,O—-I—
“N- ”-- COOH 0.46 o.70
H
C; I—In-—l————
) H, \N/'~LOOH 0.50 0.84 0.94
H
CaHn
H, &N,—COOH 0.67 0.82 0.85 0.96 0.92
H
CyHy,
CH, \N/I—COOH 0.72 0.83 0.86 0.96 0.92
H
f
“\\,/I—COOH 0.73 0.82 .86 0.96 0.9z
H

(Continued on p. D7)
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TABLE 3 (comtimued)

Rp
e . Buatiaod— Ertkanol— FPubanol— P i~
Fywwolic acid m% [ " - T 33%. \‘:‘l;,— aw&%ﬁ'ﬂi— 3}”?:.?2\"%,—
2N iy T, N EE D H.0 H.0 H.0O
M=) froc rosr=g) &z gz 2m) (g-r:3k (Bos 3n0c 2o)
CH———Br
HOOC—\\/—CAOOH ©.03 .30 o.35 0.388 ©0.71
H
C.H,00C—————CH=CH-COOH
C.H,00C—!_ -,"—CH, .36 .65 o852 0.90 o.80
H
C H OOC———-T—CH CH-COOH
HOOC— '———CH, ©.00 o_ro 0.5% 0.5t ©.55
H
HOOC———— CH=CH-COOH
HOOC—‘L\: h o.27 o.34
H
CH O00C——CH.CH.COOH
HOOC—'\ .,—CH, Y o3 o.52 09I 0.55
H
HOOC—— CH,CH,COOH
HOOC— ' /—CI-I, o00 o_3x o.5¢K 0.63 o4
H
C,!-l,,OOC—“—f“—C][I:CH;OOH
C —“\\. —COOH 0035 o_20 o.70 0.90 o.74
H
(‘.,HSOOC—W——TCHZ.CH:COOH
HOOC— . ~—COOH o.C0 o.09 .36 0.53 0.36
H
CH, T COOH
HOOC— .. *+—Br o.00 o.nt oz=8 088 0.35
H
CH, T COOH
CGH.O00C— —Br 039 .63 0.75 0.93 0.8z
H

(Continues on p_. DRy
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TABLE 3 (continued)
RE
e Do B Bued Bt
bbbl 33°5 NH-H 0 TH D IH.© 1.0
(221 (10 a0 14y (Sw:g:a6) Aprmss) (s gz}
CH;—— I “ COOC H,
HO OC—-’\\., B .65 0.7z 0.76 ©:93 @87
H
CH, ﬂ—-—COOH
-HOC C—\1\T - 0.00 .89
H
CH,————— ] ' COOH
C HSOOC—| T\/I Cl 0.47 068 .70 0G4 @8
H
CH, ] ——COOC,H;
HOOC— l\‘f\* ,I— .60 0.74 0.76 @194 @87
H
CH, ST COOH
CoH; OOC——l /” 0.35 ©:92
I—I
CHs—l———COOQH-
HOOC—I\\, /I 0.47 0.69 Q.72 Q.92 @85
H
TABLE 4

Rp VALUES OF 2,4-DINITROPHENYLHYDRAZONES OF AROMATIC [KRETONES

(E. BREUER, H. LEADER AND S. SareL, Budl. Research CGouncil Israel, 9\ ([1060) y3)
IPaper: Whatman No. 1 impregnated with a 259, solution of N, N-dimethxilformamide in @6%,

ethanol.

Solvent: Cyclohexane—carbon tetrachloride—dimethylformamide {zo:g:m).

Temperature: 25°.

2.g-Dinitrophenylhydrazone of: Rg 2. p-Dinitropkenyvibyvimone of: K=
Isobutyrophenone 0.90 a-Acetylnaphthalene @BB
Butyrophenone 0.86 2-Acetyiinaphthalene @BH2
Benzophenone o0.8o Propionaldehyde @O
Propiophenone 0.75 Benzaldehvde @3D
Cyclopropyl phenyvl ketone 0.75 Tormaldehyvde @J3o
Acetophenone 0.38 2,4-Dinitrophenyilhvdrazine ©®
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TABLE 5
Rp WALUES: OF SOME FATTY AND HYDROXY-FATTY ACIDS
(.. .. SkresicT, S M. ARFiN: AND: Mi. Mi.. Raprrort, Avch. Biochem. Biophys., 87 (1960) 259)

Sellwentiss:: Sy, = 95;%, acetic' acidl.
W == 65 %, acetic acidl.

Paper: Whadtman No:. 1 (ascending);: washed with 959, acetic acid or glacial acetic acid — 309,

H, @), (91:1)),. dependling: en the solvent system, then with distilled water.

Temperatune off mun:: 40° (veduce gradually to 35° after 8-10 cm to prevent drying out of front).

Lengtith off tum:: n17—-25 emo.

Time: off rum:: 71 I (at elevated! temperatures); 15-23 h (at room temperature}.

Impregnatiom: Pavaffin oill im benzene; 129, (?) (for S;); 11 % (?) (for S,).

Drtiectiom: Camnmied! outt att 60~70°.. Distilled: water wash (three times; 5 min each); submerged in
satunatted! aqueous: bismuth subnitrate solution (30 min); distilled water wash (twice; 5
mim each));; subbmerged! it 0.01 % ammonium sulphide (1o min); rinsed in distilled
watterr (medified! from ArmMova AND BoLGova (1957)). Sensitivity o.5 ug palmitic acid
(forr alll fattty acids).. 19, I, in: CHCIl,; followed by o.5 9, starch solution (for unsatura-
ted! Sttty acids).

Rp

Fatty-acidl {f{‘ S.D.* S S.D.*
Mypistic o.80 0.04
Palmitic o.72 0.05
Steamnic 0.59 0.05
Awachidic 0.44 0.05
Behenic 0.31 0.05
Lignoecenic 0.21 0.04
Oleic 0.72 0.05
2-Hivdiroxymynistic 0.94 0.02 0.89 0.04
2-Higdrexypalmitic 0.93, 0.02 0.82 0.04
2-Hiydreoxystearic: 0.93, 0.02 0.64 0.04
2-Higditoxyligneceric 0.92 0.02 0.00 _—

(cevelbronic)
" SD. = Standand! deviation..
TABLE 6

Rp VALUES: OF SOME HIGHER FATTY ACID METHYL ESTERS
(B P.. Shurvox;, W.. A.. Porova aND: R. A, NISKANEN, Biokhimiya, 25 (1960) 368)

Solwentt:: Acetie: acid-acetone: (3;::10)..

Paper: Slow type: filtter paper (Volodarsky Factory, Leningrad).

Impregmatiom:: 59, petwoleum jelly im €Cly, (to give 8-12 9, by weight in paper).
Time: off mam:: Up tor 36 H.

Detiectiom:: By autoradiography (as: R-COOMCH,) with Agfa-Réntgen-Duro film,

Acid 1\'F
Lignoceric 0.03—0.08
Behenic 0.08-0.,18
Arachidonic 0.19
Stearic 0.35
Palmitic 0.48-0.47
Oleic 0.57-0,57

Linoleic 0.65—-0.67
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TABLE 7

Rz VALUES OF SOME AMINO ACIDS
(R. Y. Saror’Nix AND N. G. DomaN, Biokkimiya, 235 (1960) 276)

Solvent: S; = Propanol-0.88 ammonia-0.59% Trilon B soln. (60:30:10, by vol.) (LovcaMan aND
MARTIN, 1957).

Paper: Leningrad Chromatography Paper No. =.

Length of run: 24 cm.

Detection: Not given.

Amino.acid R
Aspartic acid ©.34
Asparagine .37
Glutamic acid ©.4 1
Arginine .47
Histidine ©.5.4
Glycine ©.55
Lysine 0.55
Tyrosine 0.60
Alanine .60
Methionine 0. 76
Tryptophan 0.835
Phenylalanine 0.88
Leucine 0.0

TABLE 8

Rp VALUES OF SOME CHLOROETHYLAMINOARYVL-SUBSTITUTED AMING ACIDS
(T. A. ConNORrs aND W. C. J. Ross, Chem. & Ind. (Londom), (1960) 492)

Solvents: S; = n-Butanol-ethanol-propioenic acid-water (10:5:2:3).
a2 = m-Butanol saturated with water. .

Paper: Whatman No. 1.

Detection: Not given.

&,
Compound Ll
5, 5.
I .74
11 .50
p-Di-(2-chloroethyl)-amino-pL-phenylalanine ©.73 .50
II1 0.8z
0-Di-(z-chloroethyl)-amino-pL-phenylalanine ©.79 .
NH, HN COH
4 Pl 2 £ 2
{ _\>—CR . (CICHLCH)sN~__~_>><
= ~co T
N(CH,CH,CI
(CH,CH,Cl), I0L
I:R=H

II: R = Me
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TABLE 9
Rp VALUES OF SOME SUGARS AND RELATED COMPOUNDS
(R. Y. SHKOL'NIK AND N. G. DoMaN, Biokhimiya, 25 (1960) 276)

Solvent: Propanol-0.88 ammonia-o0.59%, Trilon B soln. (60:30:10, by vol.) (.OUGHMAN AND
MARTIN, 1957).

Paper: Leningrad Chromatography Paper No. 2 (ascending).

Length of run: 24 cm.

Detection: Not given.

Conmpound Iy o Compotend Rp .
Raffinose 0.35 Fructose 0.55
Maltose 0.43 Galactose 0.56
Sucrose 0.50 Ribose 0.58
Lactose 0.50 Phosphopyruvic acid o.11
Glucose 0.52 Glucose-1-phosphate 0.13
Sedoheptulose 0.54 Sodium glycerophosphate 0.16

TABLE 10

Rp VALUES (RELATIVE) OF SOME NUCLEOTIDES, CONSTITUENT StlJGARS AND
RELATED SUGAR PHOSPHATES

(H. G. PonTis, A. L. JaAMEs aAND J. BADDILEY, Biockem. J., 75 (1960) 428)

Solvents: S; == Ethanol-ammonium acetate (pH 7.5) (PALADINI AND LELOIR, 1952).
S, = Ethanol-ammonium acetate (pH 3.8) (PALADINI AND LELOIR, 1952).
S; = Ammonium sulphate—-propan-z-ol-sodium acetate (MARKHAM AND SMITH, 1051).

Butanol-pyridine-water (3:2:1.5).
s = Phenol-water (PARTRIDGE, 1948).
Paper: Whatman No. 1. '
Detection: U.V. light (Hanovia lamp); alkaline silver reagent; benzidinc—trichloroacetic acid;
molybdate reagent.

R Adenosine*

Compound

s, Sy S, Sy S5
Guanosine diphosphate mannose 0.13 o.11 3.47 — —
Uridine diphosphate glucose 0.2 0.2 4.46 — —
Uridine diphosphate N-acetyl-glucosamine 0.39 0.36 3.94 —_ —_—
Guanosine diphosphate 0.03 0.05 3.42 — —
Guanosine-5’-phosphate ' o.10 0.32 3.20 — —
Guanosine-3’-phosphate 0.12 0.41 2.54 — ‘ —
Galactose _ —_— — 0.62 0.54
Glucose : — —_— —_ 0.70 0.48
Fructose — — —_ 0.79 0.82
Mannose — —_ — 0.83 0.61
Acetylglucosamine —_— —_ — 0.96 1.34
Glucose-1-phosphate — o0.60 — — —
Glucose-6-phosphate — 0.62 — —_— —
Fructose-t-phosphate — 0.68 —_ —_ —
Fructose-6-phosphate —_ 0.73 — —_ —_
Fructose-1,6~diphosphate — . 0,2 — — —
Sucrose phosphate™” —_ 0.54 — —_ —_

* R Adenosine = Rp of substance/Rs adenosine.
** From data of LELOIR AND CARDINTI (1955).
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TABLE 11

Ry VALUES (RELATIVE) OF SOME MONOSACCHARIDE SULPHATE ESTERS
(A. G. Lroyp, Biochem. J., 75 (1660) 478)

Solvent: §; = Butan-1-ol-acetic acid-water (50:12:25, by vol.).

Paper: Whatman No. 3 MM (descending).

Time of run: 48 h,

Temperature of run: 20°,

Detection: Silver nitrate (sugars); aniline hydrogen phthalate (sugars); Elson-Morgan reagent
(hexosamines); 109, perchloric acid in ethanol, 5 min at 80-85° (moist atmos-
rhere), BaCl, solution-sodium rhodizonate (sulphuric acid esters).

Rg*
Compotend Parent Ester sulphates
conpound Di- Mono-
Glucose sulphate 1.0 0.66 0.42
Galactose sulphate 2.95 0.59 0.42
N-Acetylglucosamine sulphate 1.25 0.76 0.54
N-Acetylgalactosamine sulphate 1.15 0.71 0.51

*Rg = Rp of compound/Rg glucose.

TABLE 12

Rp VALUES OF SOME FLAVANONE GLYCOSI1DES AND RELATED COMPOUNDS
(W. J. DunLaP AND S, H. WENDER, Awvch. Biockem. Biophys., 87 (1960) 228)
Solvents: S,

n-Butanol-acetic acid—water (6:1:2).
2 15 % acetic acid.
S,; = Distilled water.
S; = 60 9% acetic acid.
S; = Nitromethane—benzene—water (2:3:5).
Paper: \’Vhatman No. 1 (descending).
Detection: U.V. light.

Rp
Compound
S, S, Sa S, S,

Isosakuranetin-

7-rhamnoglucoside o0.59 0.79 0.51
Isosakuranetin 0.94 0.83 0.97
Naringin 0.52 0.80 0.63
Naringenin 0.93 0.76 0.82
Hesperidin 0.45 0.75 0.50

Hesperetin 0.92 0.78 0.92
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TABLE 13

Rp VALUES OF SALICYLIC ACID AND SOME OF I1TS METABOLITES
(D. HostyNov4, P. Provad, R. Dzuric AND T. R, NIEDERLAND, Farmdcia, 28 (1959) 145)

Solvent: nz-Butanol-acetic acid~water (40:4:56):0.2 % NH, atmosphere.

Paper: PP; = Schleicher & Schiill 2043b; P, = Whatman No 1.

Time of run: Py:12-15 h; P,:6-7 h.

Direction: Ascending.

Temperature of run: 14-18°,

Detection: U.V. light, diazotized sulphanilic acid, o.2 9% FeCl, solution, diazotized p-nitraniline.

Ry
Compound r
P, P,
Salicylic acid 0.78 0.75
Salicyluric acid 0.66 0.63
Gentisic acid 0.55 0.52
Salicylamide 0.86 0.85
TABLE 14

Rp VALUES OF SOME POSSIBLE METABOLITES OF CHLOROBENZENE
(T. GEsSNER AND J. N. SmitH, Biochem. J., 75 (1960) 172)

Solvents: 8; = Hexane—isopropyl! ether (10:1, v/v).
8, = Hexane.
S; = Butan-1-ol-acetic acid-water (4:1:5, by vol.).
S, = Butan-1-ol saturated with water.
S, = Benzene—acetic acid—water (1:1:2, by vol.).
S; = Pyridine-benzene-acetic acxd—water (3:1:5:3, by vol.).
S, = Butan-1-ol-benzene-acetic acid~water (1:1:1:5, by vol.).
Sg = Hexane-isopropyl ether (5:1, v[v).
Paper: Whatman No. 4 (descending).
Impregnation: For §,, with 0.2N Na,COj; for S,, 20 9, (v/v) formamide in methanol; for Sg, 20 %
glycerol in methanol.
Times of run: 1.5 h (S84, S,, Sg); 3 h (S;); 7 hh (S, 8y, §;, 85).
Detection: o.019, ethanolic dichloroquinonechloroimide, then satd. aq. NaHCO; spray; oa N
AgNO, with 195 (v/v) aq. NH; (sp. gr. 0.88)(these first two for phenols); 1:5 (v/v)
Flelix pomatia gastric juice, followed by first reagent after 5 min (for phenolic gluco-
sides); 0.1 N HCI spray, then heating (50-60° for 10 min) followed by first reagent (for
ethereal sulphates); o.1 9 ninhydrin in butan-1-ol (10 min at 100°); U.V. fluorescence
quenching; Ag,Cr,0, reagent. (Last three for the chlorophenyl derivatives.)

W
Compound

S, Sa S, S S Sa S, Sa
o-Chlorophenol 0.3 0.5 1.0 0.9 0.8 1.0 1.0 0.9
m-Chlorophenol 0.5 0.7 1.0 0.9 0.8 1.0 1.0 0.9
#-Chlorophenol 0.6 0.6 1.0 0.9 0.8 1.0 1.0 0.9
o,m or p-Chlorophenyl glucoside o — 0.8 0.8 o 0.8 0.6 —
o,m or p-Chlorophenyl sulphate o — 0.6 0.4 o 0.6 0.2 —
o,m or p-Chlorophenylcysteine o — 0.7 0.6 o 0.6 0.5 —
o,m or p-Chlorophenylmercapturic acid — — 0.9 0.5 0.7 0.6 1.0 —
4-Chlorocatechol o o.1 i.0 — 0.3 0.9 1.0 0.2
4-Chlororesorcinol o _ 0.9 —_ 0.2 0.9 0.9 —
2-Chlororesorcinol o e 0.9 _ 0.25 0.9 — 0.03
2-Chloroquinol o —_— 0.9 —_ 0.2 0.9 0.9 0.03
Phenol 0.4 0.3 _— — 0.9 — —_ 0.06




D14 CHROMATOGRAPHIC DATA voOL. 5 (1961)

TABLE 15

Rp VALUES OF BUTYLATED HYDROXYANISOLE ISOMERS AND THEIR METABOLITES
(B. D. AsTiLL, D. W. FasserTr AxD R. L. RoupaBUsH; Biockem. J., 75 (1960) 513)

Solvents: S; = Butanol-acetic acid—water (4:1:35, by vol.), organic layer of fresh mixture.

o
-

S; = Butanol-formic acid-light petroleum b.p. 66—735° {1:10::0, by vol.)). (1) After
10—-15 cm development. (2) After 35—30 cm development.
Paper: Whatman No. 1 (descending).
Detection: D, aqg. 1 % (w/v) AgNOg-aq. 3 N NHgsoln. (1:1).
a 195 (w/v) sulphanilic acid in 3 N HCl-aq. 5%, (w/v) NaNO,. (1:1), freshly
mixed; dried paper sprayed with aq. 2 93 (w/v) Na.CO,.

D; = 0.059% (w/v) ethanolic 2,6-dichioroquinone-chloroimide (solution A\); dried
paper sprayed with aq. 29 (w/v) sodium borate.
D, = Solution A; dried paper sprayved with aq. N NH, soln.
D, = N HCI,; dried paper heated at 70° for 3 min, then treated as in D,.
Rr Colour*
Compound
S, S. s, D, D. Dy, D, D

2-tert.-Butyl-4-hydroxyanisole (isomer A) o©0.96 0.92 {1) o.go bbn o bg db —

{2) 0.82
3-fert.-Butyl-4-hvdroxyanisole (isomer B) o0.96 0.94 {1)o.go bbk or bp p —_

{2) o.9o
2,5-Di-fert.-butyl-4-hydroxyanisole 0.95 0.94 {10934 wbn wo pk — —
p-Methoxyphenol 0.95 0.8So {1)o.32 bn r b
Isomer A ethereal sulphate 0.82 o.10 (oo — — — —  Dbg-g
Isomer B cthereal sulphate ©0.79 0.07 (1)ooco — — — — btb—pk
Isomer A glucuronide o.90 0.00 {(1)oco0 — — — — vwb
Isomer B glucuronide 0.89 0.00 (1 000 — — — — vwp
Compound H"" 0.83 000 {1000 — o wp m v
tert.-Butylquinol 0.97 {(1)o.50 bk p bp

* b = blue; o = orange; g = grev:;d = dark: bk = black: r = red; p = purple: w = weak;
bt = bright; bn = brown; v = very; m = mauve; v = vellow; pk = pink — = no colour reac-

tion given.
** Tentatively identified as the O-demethylation product of isomer A ethereal sulphate (i.e.
2(or 3)-fert.-butyl-4-hydroxyphenyl] sulphate).

TABLE 16
R VALUES OF OESTRIOL AND 2-HYDROXYOESTRIOL
(R. J. B. Xi1xaG, Biockem. J., 74 (1960) 22P)
Solvent: Acetic acid—water—ethylene dichloride (proportions not given).

Paper: Not given.
Detection: Folin-Ciocalteu (blue without alkali).

Compound Rr

Oestriol 0.65 '
2-Hydroxyoestriol o.03
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TABLE 17

RF VALUES OF SOME STEROLS
(J. W. Corius PEEREBOOM AND J. B. Roos, Fette, Seifen, Anstrichmittel, 62 (1960) o)

Paper: Schleicher & Schiill 2043b mgl, impregnated with liquid paraffin (o.15.g/g of paper).
Solvent: Acetic acid—water (84:16).

Method: Ascending (for 40-45h).

Temperature: 22-24°.

R walue

Sterol (S= cholesterol)
Cholesterol 1.00
y-Sitosterol 0.75
p-Sitosterol .75
Campesterol 0.8y
Stigmasterol 0.84
Rapeseed oil phytosterols (brassicasterol 7) 31.03
Cholestanol 0.82
7-Dehydrocholesterol 1.7
Ergosterol 1.20

TABLE 138

Rp VALUES OF SOME STEROIDS OF THE CONESSINE SERIES
(A. Kasar, V. CErRNY anD F. SorM, Gollection Czechoslov. Chens. Communs., 25 (1960) 927)
Solvents: S; = Methanol-ammonia—water (30:2:48). '
= Methanol-butanol-ammeonia—water (80:5:2:r13).
Paper: VVhatman No. 4 (impregnated with liquid paraﬁin in light petroleum; 1::10).
Detection: Dragendorff reagent.

JEN
Substance il
Sy S.
Dihydroconessine Q.05 0. 50
N-Cyano-dihydroisoconessimine (001 .70
Dihydroisoconessimine ‘.23 «o.8o
N-Chloro-dihydroisoconessimine 000 ‘©.aG
5x-Conanin-3-one 10:.07 078
s5z-Conanin-35-ol 0,32 086
38-Acetoxy-5@-conanine «0:00 o2y
18-Dimethylamino-s5a-pregn-zo-en-3-one 1000 o.z7
18-Dimethylamino-5«-pregn-20-en-3§-ol «0:00 ‘063
38-Acetoxy-18-dimethylamino-5x-pregn-20-enc {000 «0:00
18-Dimethylamino-5«-pregnan-3g-ol 10:00 o6I
18-Dimethylamino-s«-pregnan-3-one . {0:00 «@.2b
Hexahydroapoconessine i «©0.00 00
18-Dimethylamino-s«-pregnane-zo0,21-diol-3-one 082 10:93
18-Dimethylamino-5a-pregnane-343,20,21-triol .88 ‘0:98

18-Dimethylamino-3-oxo-5z-androstane-1 7f-carboxylic acid methyl -ester “0:01 054
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TABLE 19

Rp WALTES: (RELATIVE) OF DICYANOCOBYRINIC ACID a,b,c.d,e,g-HEXAMIDE
f(DE-2-ENDROXYPROPYL)-AMIDE DIHYDROGEN PHOSPHORIC ACID ESTER (A)

(IK.. BERNHAUER,, F.. WAGNER,, H.. DELLWEG. AND P. ZELLER, Helv. Chim. Acta, 43 (1960) 700)

Solvents: $, = Water-saturated! sec.-butanol, o.o1 9, HCN.
Sy, = S, saturated! with: KC1O,.
Sy, = sec:-Butanol-water—acetic acid—10 9%, HCN soln. (100:50:1 :0.05).
S, = sac:-Butanol- water—235.9, NHj soln.—10 9%, HCN soln. (100:36:14:0.05).
S;, = Water-saturated! sec_;_—butano], o.01 % HCN, o.5 9% sodium tetraphenyl borate.
Sy = n-Butanol-10:9, sodium carbonate soln.—10 9% HCN soln. (100:100:0.1).
S.. = Isoamw~lalcohol-359, disodium hydrogen phosphate soln. (100:100), 0.005 9%, KCN.
(Both: phases: used! in: the two last-mentioned solvents.)
Pagper: Whatmam No.. 1.
Temyppenummne: off mam: 22-2:3°..
Time: off mum:: p& h.
Detection:: Notr givwen..

RE (relative)*
Comground!
Su S, S, S, S5 Se S-
A L39S XTE] o.n85~o2:2 0..43—0.53 ©0.29-0.31 0.135-0.15 .22 1.10
*~ Factor B) = 1 (Factor B' = dicvanocobyvrinic acid a,b,c,d,e,g-hexamide f-(p-2-hvdroxy-
propsi)-amidie..
TABLE 20

LB WALTES: (RELATINE) OF COBYRINIC ACID a,b,c,d,e,g-HExXAMIDE (VIa) AXD ITS AMIDE
(K. BeEryamaweR,, H.. DELLWEG,. W.. FRIEDRICH, G. GROSS, F. WAGNER AND P. ZELLER,
Hely. Chim. Acta, 43 (1960) 693)

Swivemttss: &, = Watier-saturated! sec.~butanol, o.o1 9, HCN.
S, = &, samrated! with KC1O;.
Sy, = saa.~-Butanol—water-glacial acetic acid—10 %, HCN soln. (100:50:1:0.035).
Sy, = sea.-Butanol-water—2359; NHj, soln.—10 9%, HCXN soln. (100:36:14:0.05).
S, = Water-saturated! sec.-butanol, o.05 %, HCN, 0.5 2/ sodium tetraphenyl borate.
Paper: Whatman: Ne.. 1.
Temperatmre: of rum:: 2223,
T off ram: 18 h.
Detrctiom: Notr given..

Rg: (relative)*
Camgy :4
Sy, S, S, S, S
Wi B 0:53: 0.45. 0.97 0.65 0.34
Yia amide: 0.90 0.87 0.90 0.91 0.88

~ Faxtior B} = 1 (see: previous: table)..
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Rp “WALUES (OF :SUDAN [DVES
{J- GasParIC AND M. MATRKA, Collection(Czechoslou.(Chem.(Gommusiss., 225 ((XgH0) 1Y)
Solvents: S, = Cyclohexane.
S, = Ethanol—water (8:2).
S; = Ethanol-ammonia (8:2
S, = Ethanol—water (1.:1).
S; = Ethanol-ammonia (1:1).
Paper: P, = Whatman No. 3 (13 X 40.cm).
P, = WF,.
Impreana.txon I, = 509% dimethylformamide:in.ethanol.
2 = 109, liquid - paraffiniinihexane.
= 509 lauryl alcoholiin ethandl.
Detection: \’xsxble light.
. +Colour Ry
Dye Name /{:{d.oe.t S, S. S, S, B Wodénerr™
) IR0, IRL. IRJL. RJULy IRl
Aniline—2-Naphthol Sudan I 24 w080 wHFO0 wF5 ©IB @@= @
2-Toluidine—>2-Naphthol 086 0B6 K2 @@ @Iz D
3-Toluidine—>2-Naphthol ©0B6 OF7 wWyzZ @@y @Iz oo
4-Toluidine—>z-Naphthol 086 WZF 4z ©@m@Pp @i oD
4-Amino-1,3-dimethyl-
benzene—>-2-Naphthol -Sudan I1 Q2 089 wBo ©F8 w@wwB @mxo O
2-Amino-1,4-dimethyl-
benzene—>-2-Naphthol 090 ORI «0y¥S wwh @@mxo 1O
o-Anisidine—2-Naphthol -Sudan R g 058 @68 @iz wnpg @ozp bug
p-Anisidine—>z-Naphthol 72 0PHI @©FO @Iz @IK6 OB
4~-Aminoazobenzene—
2-Naphthol Sudan G 248 088 (oo wny w2 @@y «
4-Amino-3,2’-dimethyl-
azobenzene—2-Naphthol ‘Sudan iV 258 (089 wIO (OIIY B2 ©DP @
4-Amino-3,3’-dimethylazo- ‘
benzene—>z2-Naphthol ‘Sudan/Red B 088 (wit0 oy ww2 oy «
1-Naphthylamine—>i-Naphthol -Sudan Brown -81 086020 o QoY @Iy @
2-Naphthylamine—2-Naphthol Sudan:CB 93 078 wz38o wPE6 oy @mp TP
Aniline->-Resorcinol Sudan:G 2 o045 0tbo @Bz wiR @75 w
0:01 (w082 0By @©@FP2 auz h
1-Naphthylamine—1,3- ‘Sudan
Phenvlenediamine Brown IRRN ©oxEH ®BO
1-Naphthylamine—1- ‘Sudan c:06 0!68 w7 wogy @Ip
Naphthyvlamine Brown R .31 0By @By wnz ®©FPH h
4-Amino-1,3-dimethyl-
benzene—x1-Phenvl-3- ‘Sudan
methyvl-5-pyrazolone Yellow G (0190  (0.26 (0IG2 WOy DT w
Sudan Red TWOo  (0.28 (04D (IEO w2 @
3R ~streaks @OFO ©OTFH
‘Sudan Yellow 10:96 ‘0 0 © @ W
‘GRN
Sudan Black (0:08 (0F0 (oibz w2 @op 1
‘B ‘051 w8y @By mep
Dimethylaminoazobenzene Burtter Yellow 119 080 wiby wzE w2z oap w
4-Aminoazobenzene Aniline Yeéllow 13 (0:03 (0{QgD ((OIBO0 @B @ FD w
Aniline—1-Naphthol o-isomer — 090 (0B _— —_—
p-isomer — oxo wBo — —
" 0 = orange; r = red; ¢ = carminered; 'y = wvéllow;!b == Ibrown;Gb] = Blue Hiadk.

** Main spot, carmine red.
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TABLE 22

Rp VALUES OF AZO DYES
(J. Franc aAND M. WursT, Collection Czechoslov, Chem. Communs., 25 (1660) 663)

Solvents: S; = 80 % aqueous ethanol.
S, = Ethanol-3 N ammonia (8:2).
Paper: Whatman No. 1 (30 % liquid paraffin, b.p. 195—275°, in cyclohexane, impregnation; de-
scending).
Temperature of run: 20° + 1°.
Detection: Visible light.

R 0/802\//\H/\ X ) I-II
3 ]
o __Nf/'lli/ ; SENY HOGS o~~~ NH
R,y Y NN XI-X111
R, III—X OH
R
Azo dye F Colowr*
S, S.
I. 2-Amino-5-naphthol-7-sulphonic acid (J-acid) 0.32 0.41 vF
IT. 2-Amino-8-naphthol-6-sulphonic acid (y-acid) 0.32 0.41 vF
III. R, = H 9. == g = H X=NH, Y=H o.19 0.34 o
IV.R, = H R, =H R;=H X =H Y = NH, 0.23 0.36 v
V. Ry =H R, =S03H R; =OH X =NH, Y=H 0.05 0.11 T
VI. R, =H R,=SO;HH R;=0H X =H Y = NH, 0.07 0.17 v
VII.L. Ry, =SO;H R, =H Ry=H X=NH, Y=H 0.07 0.35 o
VIII. R;. = SOzHH R, =H R;=H X=H Y = NH, 0.09 0.45 v
IX\. Ry, =NO, R,=H Ry=H X=NH, Y=H 0.17 o.30™" T
X.R;. =NO, Ry,=H Ry=H X=H Y = NH, o.24 — v
XI.. R = NO, 0.48 0.49 pv
XII. R/ = SOz;H 0.125 0.38 o
XIII. R! = 0.53 0.58 y
“F = fluorescence; r = red; v == violet; pv == pale violet; o = orange; y = yellow.

""" Elongated spot.



WOL. 3 ((mghm) OHNOSEIROGIRAEHIIC DAXITY Dxg,

TABILIE 2233
EONSCIIRROOFHIFRETNE MOBIIIIITES QR AZ0) DRSS
(. Eranc awo B WWaossn, Ghlbatiosn Ceodiosibw. Cliem.. Communss.,, 255 (£060)) 663):
[Electrolydtes: IEm 3N ammaniz.
= 11 XN meetiic adiil.

Paper: \\\Thammnn&n;- L.
Dlobality umins: g 3 D0P o WL ayecit

Potemtil =67 W jom. B
‘Standard - 3-Nitrgphthaiic o (i@ = 2035). A
Detection: Wisilile g, i
‘Time of mmum: g—g . ~
...,
(@}50"\./ RS - EL
mt:k [H ’ \l /”_ N ;
/\ ~ N /“"K/\li*/ TETUW EE?IS’\/\/I\/
oo E—o i
ERJ’\H/ \ N XD-XTID
o —x< (DEI
Mbbility,
Heonddfye Colour*
Ey, Ez:
. c-Wniino-gnaphthdlssuiphontc mdill ((JFaociid)) 205 (5 vE
T. _z—.‘z'&mmoéﬁ-mqphthdkoﬁﬂlphmmnmﬁ (fpeaxicdd) 2015 o5 vE"
I, R, = [Ed R, =H H X=NH, ¥=H .55 23 o
. IR, =T R, = IE IRH-:I!H X=H Y = INHi,, 2 a v
V. R, =MH R, — SO B, — O X-=—NH, ¥-—=H B4 4.6 T
WI. R, = R, — SO R,— O X—H T = NHL, 1565 FHI v
VI, R, =SOJH R.,.—IH Wy=—H X=NH, ¥X=H TO.Y fo o) o
WA, IR, — SO K, —IH Ry=H X=H W = NHL, b3 %0/ o0 A\
IX. R, =NO, R,—IH R,—TH X=NH, ¥ =H oz o2 T
R, =N, R.=TH Ry=—H X=H Y = NH, o33 o:o w
NXT. R .= N@., X)) 853 pVv
XL R — SO JE 6 & OIL 44 o
NIT. R = H 6 225 ¥

*F = fluorescance: ; i = mell; w = wibdbdt: pw = padie wiblkit;; o) = omange;; ¥ = yellow..
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TABLE 24

Rp VALUES OF SOME THIAZINE DYES
(K. B. TaYLOR, J. Histochem. and Cytochen:., 8 (1960) 248)

Solvents: §; = 2 NV HCL
S, = Dioxane-2z N HCl (92.5:7.5).
Paper: Whatman No. 1 {circular).
Detection: Visible light.
R;.: = Radial distance moved by unknown to that moved by tetracthyithionine for a standardTuan

of 5 cm.

Thiazine dyve

l/\ Ns /\l- Reet
Rl t/ \//'/\ \/;\1 g R3 |
RONZ s NGRS

Ry\R, Ry,R, S, S.
Pr, Pr, 0.65 2.00
Et, Et, 1.00 1.00
Et, MeEt 0.94 0.78
Et, Me, 0.81 0.62
EtMe MecEt 0.82 0.58
EtMe Me, o.70 0.41
Me, Me, 0.54 0.235
Et, HEt o.80 o.go
EtMe HEt 0.65 0.69
Me, HEt 0.51 0.53
Et, HMe 0.75 0.78
EtMe HMe 0.59 0.54
Me, HMe 0.46 0.37
Et, H, 0.70 0.78
EtMe H, 0.56 0.58
Me, H, 0.39 0.41
EtH HEt 0.47 0.78
EtH HMe 0.43 0.65
MeH HDMe 0.38 0.49
EtH H, 0.37 0.66
MeH H, 0.33 0.53

H, H, 0.27 0.57

&
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TABLE:25,

iy VALILIESS OFF SOMEE 2: PHENVINAPHTHO- [ I,2]-TRIAZOLE DERIVATIVES

(7] . DerasSasw J] . Biraess, Godléction:Gzechoslov. Chem. Commumns., 2
Sedieertt : 5559, agneemss ppvwidines , afterr 1199, agueous-sodium:chloride elution.

5 (x960) 912)

D21

Hager : W 0.4
Thenprenttreeadfromnt 124253
etedtior: : UIW . lightt,
22PRenpliaphtho-{ 1 ;2] Ariazols derisative.
/\
\waﬁ«\/ P Wy &
1
\\/ —\
IO B, =Rk, —H C,eHoN3Na03S-H,0 0.354
Il B}, — QX Ry, =H1 CieHoNgNa0,S<H,O 0.228
. R, =H{ ®,=—0Hl Cie Hj o NaNaQ,;S-H,0 0.215
IN. By, = QWIH,, B, = Hi 12 H 2 NgNa 0§+ 2H,0 0.211
W. IR, =—H] R.=QCH, C, -Hl.._.\a.\a045~ 0.22
WL B =N, Ry, —H1 0.197
WIIL. B}, —H R, — N}, 0.215
WL B}, —Q1}, B3, —Hi C e HLCINGNaO;5-H,0 0.168
N, Ry, —H R}, =All G HHCINyNa0,S5+ H,O 0.242
N, =50 N, R%,=—HI C1 Hg\,,\a..o,,s,. :2H,0 0.575
XNIT. B, =81 B, =S50} Na G, H NG N2;04S;:2H,0 0.618
L. B}, —CQOH] R, —Hl C,-H| NyNaO;S- 2H,O 0.400
NI B, =H R,=C00HI G- Hi Ny Na0;S: 2H,0 ©0.420
NN, B, =C0ONH], R, =HI G H N, 3\a.04S 14H,0 o.181
XNV R, =0 R, : C,-HiNyNa0;5-11L,H,0O 0.282
NI B, =H B, =C0XX G, H{ N, Na0O4S- H, O ©0.228
TABIE:26;

R VALITESS OFF SOMEZAMINOPTERINYDERIVATIVES
( (K. s, W . SBnawikoondawn ZZ Kointany Golléction Czechoslov. Chem. Communs., 25 (1960) 1929)
Hotweertss : 5, =0055% agueemss sacdimm cartionate:.
B = a5 M xoetictes (REI6)) .

Rayrer : WHzrimzan NNn. 33007 8N, 44 (ascendingy! .
IReétectior: TITW lightit (¢8%0 my+33 33 myu)) andirecordéedion: Foma-Reflex photographic paper (15—

33ormin eacposares) .
Rp
Aonmpousnd.]
S, S-
Teerzihvdioaaniftogterim .22 0.17
NN HoyrmHaminopterim 0.77 0.73
N8 HarmyHtetralivdiroaminopterim 0.33 0.30
AWiFormvHtedrabivdioaminopterim 0.90 0.86
NN prihténes tetralivdioamihopterin, 0.60 " 0.47
V'ﬂmmnmwvnatﬂ\«hamxnoptenm o0.70 0.65
N HdtosswmettyHtetrahivdioaminopterin: 0.75 0.75




Solvents: §;
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TABILE 27

Ry vALUES OF SONE COUNATRTN DERTRRTVES

VOL- 5, (2g6T)

(E. SIEINEGGER AND A. Brawrscmew, Pharm. dlcia. B, 3y (Do) 334)
Solvent: n-Butanol-acetic acid—water (§:1:z).
Paper: Schileicher & Schiiill zoq35 Thm.

Detection: TU.V. light (“‘Chromalite” 23537 A)—befone and adfter o ‘7 K@Ms@mmy-—nmammmgmt Toa”.

lI ! II

Comjroumid R
Fraxim @i
Fraxetim @uUBS
Fraxidim «@.8m
Isofraxidin «@.8m
Fraximaol .8z
Aesculim @.Fm
Aesculletim @
Aescullim-7-momometiny] «tier L5z
Aescul etin-7-mmonomethy ettier oo
Aesculetin-6, 7-dimetliry] etier @8z
Cichoriim @D
Cichoriim-G-monometinyl etiner @50
Aesculletin-G-monomethyl «tier @5

TABLE 28

Rp vALUES OF SOME Semecio
{C. B. Covrsox, P. J. Davies axo W. C. Evans, J. Comip. Puthol. TR, 7o (Toto) To)

m-Butamol-acetic acid—water (1oo0:30;just saiturated).
s~-Butamol-acetic acid-—-water (1001 10;just saturated)
w~Butancl-acetic acid—water (1oo:4;jnst saturated).

S = w-Butamel-formic acid—water (1oo0:1o;just saturacted)

Paper: ‘\Vhattmnam No. 4
Detection: Dma;geméboriﬁf.

(ascendinmg; 5 cm > .43 cm).

Compenond
5y S By, By
Semneciomime™ .88 @57 Q.5 @5
Jacodine (jacobine) o.Bo QT3 D1 @6,

* Tentative identification.
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TABLE 29

Rp VALUES OF SOME Lobelia ALKALOIDS
(F. KaczMAREK AND E. STEINEGGER, Pharm. Acta Helv., 34 (1959) 330)

Solivent : Benzene (thiophene-free)—chloroform (alcohol-free) (1 :1) saturated with formamide.
Paper: P} = Schleicher & Schiill 2043 bm.
P, = Schleicher & Schiill 2045 bm.
Impregnation: I, = Formamide pro analysi (Xenon Co., Lodz, Poland)—acetone {(9:20).
I, = Formamide purum (Xenon Co., Lodz Poland)-acetone (9:20).
I; = Formamide pro analysi-ammonium formate (g ml shaken with o.g9 g then
added to zo ml acetone and filtered).
Length of run: 30 cm (descending).
Detection: Dragendorff.

R
Paper Impregnation £
Lobinaline Lobelanidine Lobeline
P, I, 0.00 0.03 0.05
Py I, 0.03 o.11 0.15
P, I, 0.09 0.16 .22
P. I, 0.00 0.04 0.06
P, I, 0.02 0.09 o.12
P, I, o.I1 o.18 ©0.25
TABLE 30
Rp VALUES OF SOME Lobelia ALKALOIDS
(F. KaCzMAREK AND E. STEINEGGER, Pharm. Acta Helv., 34 (1959) 413)

Solvent: Ether—chloroform (1 :9).

Paper: Schleicher & Schiill 2045 bm (descending).

Impregnation: Formamide—formic acid-ammonium formate—acetone (9 ml:0.9 g:1x ml:20 ml).
Time: of tun: 5-6 h.

Detection: U.V. light; Dragendorff.

Compound Ry
Lobeline 0.41
Lobelanidine 0.50

Lobelanine 0.73
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TABLIE 31
Bp VALGES OF SONE PAPAVERACEAE ALKALOIDS
(I Svavik, Colleation Caecdhoslow. Clenn.. Compnmns..,, 25 (1960) 166:3)
Solvent: 'S; = m-Butandl-acetic mdd—-waiter (1oz1:3).
Paper: Whatman Nao. 1.

Length of run: 23 cm (approx.).
Detection: U.V. Light; Dragemdort] meagemt.

APkalleid Ry
Samgmiim:arime .47
Clvellemy ttinmiime .53
Protoppime .05
Cooppititsime [OTE]
Berberime ©.6r

TABILE 32

Rp VALUES OF SONE PAPAWVERACEAE MALIKALQIDS
(J. Sravir ano L. Stavixowvi, Colleation Caloslon. Chenn. Conmuuns.,, 25 (1960) 166:7)

Solvents: 'S; = m-Butanol-aocetic adid—watter (ro:x:3).
Sp = Water-satmratted butamoel wiith waryimg acetdic acidl comtemtt (see: table).
S; = Water-satmmated ethyl aoetatie with =9, acetiic adid.

Paper: Whatman Ne. 1 (desoemdimg)..

Detection: U.V. light flnorescemoe.

By
HAlkaloid . By, Wy, CHL(COOET Fluarescence™
5 Ty,
: a3 z @ » # 5 oo *
‘Chelitubine Q.33 ©O.F4 O.F4 O.FO OH9 49 oH4F o448 o.z0 pr
‘Sanguinarine 043 ©.37 .37 038 o337 o.F O.35 040 0.0 ©
Sanguiru'bine ©.39 ©.23 @24 @28 oz9 O©.20 O.FT O .1 pr
Macarpine o448 028 03y ©.3F7 ©.30 OHo o2 O4bh cr
‘Chelilutine Q67 o444 G@.F2 O.F5 .55 ©.55 o.55 ob2z o.qy o
‘Chelervithrine .54 033 @38 o4 o43 o443 g5 o051 0.0$ \'S
‘Sanguilutine 0H0 O.Fo ©.3JIB o4 o443 o4y o455 .53 .03 ©

" p = purple, T = red, © = oramge, ¢ — Carmine, ¥ = welllowr.
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TABLE 33

Rp VALUES OF SOME AMINO ACIDS AFTER SINGLE AND MULTI-DEVELOPMENT
(M. S. DuNN AND E. A. MURPHY, Anal. Chem., 32 (1960) 461)

tert.~Butanol-formic acid-water (70:1:29, v/v).

tert.-Butanol-formic acid—water (70:15:1 5, v/v). H

Phenol-water (78:22, v/v)—conc. ammonium hydroxlde (94 I, viv); stabilised

by addition of 8-quinolinol (20 mg/lb. phenol).

Paper Schleicher & Schiill No. 589.

Time of run: S;, 8 h; S,, 4 h (single development).

Detection: Sece table; abbreviations: N = ninhydrin; p-D = p-dimethylaminobenzaldehyde;
D = diazotised sulphanilamide; I = isatin, 0.39, in absolute ethyl alcohol; P-I =
platinic iodide; V = vanillin.

Solvents: S,
Sa
S,

i

Rg X raoo
Compound S, Sa : . Sa Detection®
X r x 2 Xr @ xa X3 X I X 2
Alanine 48 72 38 68 . 83 6o 77 N*
L-Arginine+ HC1 (in H,0) 22 43  (15; 26) (25:40) (38:54) 79 2 —
L-Arginine: HCI (in 6 N HCI) —_— —_ 20 34 72 83 —
Asparagine- H,0 —_ —_ 13 23 50 44 —_ N+b
Aspartic acid 34 52 23 37 65 18 2 N*b
Citrulline ' — —_ 21 39 — 67 — p-D*
Cysteine+ HCl1 —_ — 48 (31:48) (63:71) (38;72) — P-I+
Cystine (in 1 N HCl) 7.8 12 5.8 6.9 18 36 49 N™
Glutamic acid 43 63 32 56 70 30 45 N*
Glycine 32 50 23 2 63 39 49 N'b
Histidine:- HC1-H,O 16 2 12 16 36 72 84 D"
Hydroxy-L-proline 35 56 30 58 67 70 84 1*
Isoleucine S1 — 77 86 o1 86 —_ N*
Leucine 8r — 77 86 g1 86 — N~
Lysine-HCIL 17 28 12 2 36 78 92 N7e
Methionine 65 — 56 26 88 8o — N*
Methionine sulphone _— — — 38 64 - - Nt
Methionine sulphoxide 33 50 206 .. 61 8o 82 92 N+
Norleucine —_ —_— 8z . 86 - 93 -~ 86 96 N+
Norvaline — _— 72 - 87 92 - 84 92 N+
Ornithine — — 10 20 34 67 — V+
Phenylalanine 72 — 60 84 8 88 —_ N”
Proline : 48 — 45 67 8o go —_ I"
Sarcosine: HCl . — — 47 54 72 77 —_ N+
Serine 32 50 23 41 60 39. 49 N'b
Taurine . — —_ 14 34 47 2 88 N+b
Threonine - 38 Go 29 57 70 50 68 N*
Tryptophan — 40 71 81 8o —_ N+
Tyrosine (in 1 N HCI) 48 72 38 (6} 76 60 77 N~
Valine 64 56 79 85 So —_ N*

Limiting amounts for detecting 0.5 ug” orr.o ‘u,g'*‘ in the presence of 500 ug of L-argmme HCI.
a S,( x 2), one-dimensional chromatogram.
b Two-dimensional chromatogram (S, then Sg).
¢ S, used but water replaced by pH 6.2 buffer; paper pre-treated with buffer.
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TABLE 34

Rp AND RELATIVE Rp VALUES OF SOME AMINO ACID DERIVATIVES

(J. RUDINGER, K. PODUSKA AND M. ZAORAL, Collection Czechoslov. Chem. Communs., 25 (1960) 2022)

Solvent: n-Butanol-pyridine—acetic acid—-water (15:10:3:12).
Paper: Whatman No. 1.
Detection: VoGES-PROSKAUER reagent (alkaline x-naphthol-diacetyl); nmhydrm

Compound R
N%-Tosyl-L-«, y-diaminobutyric acid 0.44
y-Guanidino-L-e-tosylaminobutyric acid ’ 0.52
p-Guanidino-L-x-tosylaminopropionic acid 0.53
N%-Benzoyl-L-«, y-diaminobutyric acid 0.41
y-Guanidino-L-x¢-benzamidobutyric acid 0.49
B-Ureido-L-z-aminopropionic acid (albizziine) 1.03"
p-Guanidino-L-¢-aminopropionic acid 1.38"
y-Ureido-L-z-aminobutyric acid 1.54° v
y-Guanidino-L-z-aminobutyric acid 1.47"

* Rpap ( = Rp of compound/Rpr of e, y-diaminobutyric acid?).

TABLE 35

Rp VALUES OF SOME @-KETO ANALOGUES OF SOME NATURAL DIAMINO ACIDS
(L. MacHOLAN AND E. SVATEK, Collection Czechoslov. Chem. Communs., 25 (1960) 2564)

Solvents: S, = n-Butanol saturated with 1 N HCI (1:1).
2 = m-Butanol-acetic acid—water (4:1:5).

Sg = n-Butanol saturated with water.

S, = n-Butanol-pyridine—water (5:2:2
Paper: \Vhatma.n No. 4 (descendxng)
Temperature of run: 20-21°
Tank size: 85 X 50 X 25 cm.
Detection: o.1 %, ninhydrin in acetone; o.2 % 2,4-dinitrophenyl-hydrazine in 1 N HCI.

Rg .
Hydrcchloride of £ S;::Zu; ru::‘l::
S| S: S: s‘ 4
a-Keto-y-aminobutyric acid 0.14 0.19 0.06 0.07 ob
a-Keto-d-aminovaleric acid 0.19 0.30 o.12 0.22 yo
pL-Pipecolic acid 0.36 0.43 0.23 0.20 v
L-Proline 0.25 0.35 0.I4 0.13 v
A1-Piperideine-2-carboxylic acid 0.37 0.42 0.22 0.24 bry
" o = orange; b = brown; y = vellow; = bright; v = violet.
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TABLE 36

ELECTROPHORETIC MOBILITIES (RELATIVE) AT HIGH POTENTIALS OF SOME AMINO ACIDS, PEPTIDES,
AND CERTAIN DERIVATIVES

(Z. PRUstx AND B. KEIL Collection Czechoslov. Chem. Communs., 2 5 (1960) .2049)

Electrolyte: Acetic acid—formic acid-water (£50:50 mlin 1000 ml), pH 1.9.
Paper: Whatman No. 3 (?).

Potential of run: 85 V/cm (?).

Temperature of run; —5° (?).

Apparatus: According to the authors; horizontal.

Units: em?®. V-1, gec™? (U); U/ U 41a = mobility relative to that of-alanine.
Detection: Ninhydrin,

Compound UlU A1a Compound " UlUga
CySOzgH —0.25 CySOzH. Ala 0.00
&-DNP-Lys 0.48 CySOgH. Gly 0.00
Try 0.48 CySO4H. Leu 0.00
S-Carboxymethylcysteine 0.46 Leu. CySOgH _ 0.00
Hypro 0.60 Phe. CySOgH 0.00
MetSO, 0.60 GluNH,. GluNH, 0.62
Phe 0.62 Gly. Tyr 0.64
Cit 0.62 Val. Phe. Lys 0.67
CyS-8S 0.67 Ileu. Glu. Lys - 0.67
Hexahydrophenylalanine 0.67 Thr. Val 0.68
Met 0.71 Tyr. Gly 0.69°
AspNH, 0.73 Leu. Gly. Gly 0.69
Pro 0.75 Leu. Gly 0.81
Thr 0.78 Ser. Ala 0.82
Ala 1.00 Gly. GluNH, 0.82
Gly 1.15 Ileu. Ala. Lys 1.07
Octahydrotryptophan 1.17 Asp. Ser. Lys 1.07
Lys 1.41 Leu. Lys 1.20
Orn 1.41 Ala. Arg. 1.2
CySO3H.MetSO, —0.04 Ser. Arg. 1.29
Thr. CySO;H ~—o0.02 Ala. Hist 1.34

TABLE 37

Rp VALUES OF VARIOUS PEPTIDES
(H. ZaAuN AND N. H. LAFRANCE, A#nn., 630 (1960) 37)

Solvents: S; = sec.-Butanol-formic acid-water (75:15:10).
S2 = sec.-Butanol-10 9%, aqueous ammonia (85 15).
= 80 9%, Phenol. "
Paper Not ngen (H. Zanan AND R. KochAUNER Biochem. Z., 329 (1953/4) 339).
Detection: Not given (H. ZaAHN aAND R. KOCKLAUNER, Bzochem Z., 329 (1953/4) 339).

Rp
Compound
Sl s: sa
L-Ala-L-leu 0.53 0.22 . 0.84
L-Leu-L-val o.80 . 0.30 - 0.88
L-Tyr-L-leu : 0.72 0.30 0.87
L-Tyr-L-leu-L-val 0.90 0.38 —

r-Ala-L-leu-L-tyr-L-leu-L-val - 0.94 0.60 0.90




D28 CHROMATOGRAPHIC DATA VOL. 5 (1g61)

TABLE 38

Rp VALUES OF SOME ISOVALERIC ACID DERIVATIVES
(M. STRASSMAN, J. B. SHATTON AND S. WEINHOUSE, J. Biol. Chem., 235 (1960) 700)

Solvents: §; = xu-Butanol saturated with water.
a = m-Butanol saturated with 3 9% NH_OH.
S3 = n-Butanol-ethanol-water (5:1:4).
S; = =n-Butanol-formic acid-water (5:1:4).
S; = Phenol saturated with water.
S¢ = sec.-Butanol-propionic acid—water (19:1:9).
S, = mn-Butanol-pyridine—water (6:4:3).
Sy = Ethyl acetate—pyridine—water (5:2:5).
S, = Ethyl acetate—glacial acetic acid—-water (2:1:1).
S;0 = mn-Propanol-conc. NH,OH (6:4).
S,1 = Phenol (809%,).

Paper: \Vhatman No. 1 (ascending).
Detection: Not given.

Compound

.2,4-Dinitrophenyl-
hydrazone of a-keto-

isovaleric acid 0.66 0.78 0.78 0.95
Valine 0.71 0.27 o0.25
o, B-Dihydroxyisovaleric
acid 0.17 0.68 0.35 0.41 o0.79 0.58 o0.58
TABLE 39

Rp VALUES OF SOME A3-1SOPENTENYL COMPOUNDS
(H. EGGERER anD F. LYNEN, 4Ann., 630 (1960) 58)

Solvents: S, = Ethanol-conc. ammonia-water (80:4:16).
2 = Butanol saturated with 1.5 N NH,.
S3 = Isoamyl alcohol-collidine~water (10:2:1).
S, = Methanol saturated with heptane.
S; = Amylene hydrate-glacial acetic acid-water (4:1:2).
Paper: Whatman No. 1 (ascending); for S,:equilibrated overnight; descending.
Detection: 0.1 %, KMnO,; U.V. light (3.35-dinitrobenzoates); 0.59, ethanolic e-naphthylamine

(3.5-dinitrobenzoates).

RE
Compound
S, S. S, Sa Ss
A3-Isopentenoic acid™ 0.76 0.27 0.03

A3-Isopentenol 3,5-dinitrobenzoate
chvclohexylammomu m-A3-isopentenyl

phosphate 0.82

* Inseparable from the isomeric dimethylacrylic acid.
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TABLE 40

ELECTROPHORETIC MOBILITIES OF /3-ISOPENTENOIC ‘ACID AND DIMETHYLACRYLIC ACID
(H. EGGERER AND F. LYynNEN, Ann., 630 (1960) 58) '

Electrolyte: Pyridine-acetate (pH 6.2) buffer.

Paper: Whatman No. 1.

Potential of run: 45 V/cm.

Time of run: T; = 60 min; T; = 65 min (40 mA).
Detection: o.1 9%, KMnO, solution spray of moist paper.
Migration units: cm.

Migration
Compound
T, Ty
A3-Isopentenoic acid 13.1 11.5
Dimethylacrylic acid 10.3 9.7
TABLE 41

ELECTROPHORETIC MOBILITIES OF SOME L-ARABINOSIDO-D-GLUCOSES
(K. WALLENFELS AND D. Beck, Ann., 630 (1960) 46)

Electrolyte: Borate buffer (pH 10).
Paper: Whatman No. 3 (27.5 X 45.5 cm).
Time of run: 6o min.

Potential: 1000 V.

Detection: Silver nitrate reagent.

Compound Mg
6-(x-L-Arabinosido)-p-glucose 0.82
(Vicianose)
4-(x-L-Arabinosido)-D-glucose 0.40
3-(ex-L-Arabinosido)-p-glucose 0.76
2-(f-L-Arabinosido)-Dp-glucose 0.42
TABLE 42

Re VALUES OF SOME L-ARABINOSIDO-D-GLUCOSES
(IX. WALLENXFELS AXD D. BECK, Ann., 630 (1960) 46)
Solvent: Butanol-pyridine—water (6:4:3).
Paper: Schleicher & Schiill No. 2043b.

Time of run: 75 h.
Detection: Silver nitrate reagent.

Compound RG
6-(ax-L-Arabinosido)-Dp-glucose 0.50
(Vicianose)
4-(x-L-Arabinosido)-p-glucose 0.55
3-(x-L-Arabinosido)-bp-glucose o.80

2-(f-L-Arabinosido)-D-glucose 0.62
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L3

TABLE 43

Rp VALUES OF SOME PHOSPHATIDES AND FATTY ACIDS
(J. E. MUuLDREY, O. N. MILLER AND J. G. HAMILTON, J. Lipid Research, 1 (1959) 48)

Solvent: Benzene-pyridine (100:100, v/v) with water added.
Paper: Glass paper (X-934-AH; H. Reeve Angel & Co., Clifton, N.J., U.S.A.) 10 X 12.5 cm, with
prior heating to 600° (30 min).
Impregnation: Dipped in fresh o.4 9, sodium silicate solution; dried over hot-plate.
Treatment: Developed with benzene first; phospholipids remain at start, neutral lipids carried
to front.
Detection: Conc. H.SO, spray, then heating to 230° (4 min); (also: ninhydrin ; phosphomolybdate;
fuchsin—sulphurous acid-mercuric chloride; Dragendorff).

R
Lipid Volume of water added

o 2 P 6 & 9 ro rr s
Free fatty acids 065 060 o060 o060 o0.70 o082 0.85 0.8j5 —
Phosphatidyl choline o ) o 0.25 o0.50 o060 o0.75 o©0.830 0.85
Sphingomyelin o o o 0.04 0.25 040 0.50 0©0.65 0.85
Phosphatidyl ethanolamine o o o 0.02 o0.10 o0.20 .2 o.50 0.85
Phosphatidyl serine o o o o o o o o 0.60

TABLE 44

Rp VALUES OF SOME PHOSPHOLIPIDS
(E. GJONE, J. F. BERRY aAxND D. A. TURNER, J. Lipid Rescarch, ¥ (1959) 66)
Solvents: §; = Diisobutyl ketone-acetic acid (30:7)-
S, = n-Buty! ether-acetic acid-chloroform—water (40:35:6:5).
83 = Ether-acetone-phenol-water (J. W. DIECKERT ¢f al., 1958).

Py
Detectlon Rhodamine B; ninhydrin; and iodine vapour.

Paper: P; = Unimpregnated paper (R. F. WITTER ef al., 1957).
P, = Silicic acid-impregnated paper (G. V. MARINETTI ANXD E. S10712, 1956).
= Glass filter paper impregnated with silicic acid (J. W. D1ECKERT ¢t al., 1958).

Rg*
Lipid
S, P, Sa P, S P,
L-g-Dimyristoy! phosphatidyl ethanolamine 0.55 =+~ 0.11 0.56 + o0.12 0.80 4+ 0.17
L-z-Dimyristoyl lecithin - 0.70 - 0.07 0.53 - 0.11 0.75 -+ 0.16
Sphingomiyelin 0.39 + o.10 0.36 - 0.11 0.67 4- o.r8

* Ry computed to centre of spot -+ half length of spot divided by distance to solvent front.
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TABLE 45

Rp VALUES OF SOME HYDROXYDIKETONES AND RETHROLONES

(J- FarxaS, H. KomrsovA, J. Krupi€ka axp J. J. K. Novik,
Collection Czechoslov. Chem. Communs., 25 (1960) 1824)

Solvent: Petroleum cther {65-90°)—methanol-water (100:20:1).

Paper: Whatinan No. 1.
Detection: o.1 9, KMnO, spray followed by water wash then by a 0.5 % benzidine in acetic acid

Spray.
Hydroxydiketone: RMCH,COCH.CH{OH)COR*
Rethrolone: R2—C=C—R!

i i
HO—CHCO

N~
CH,
Compound Rp
Rt R* FydyoxydiRetone Rethrolone
Allyl Methy! .26 0.06
2-Cyclopenten-i-yvl Methyl 0.45 O.II
2-Cyclohexen-1-yl Methyl 0.79 0.53
TABLE 46

ELECTROPHORETIC MOBILITIES OF SOME PYRIMIDINE DERIVATIVES, AND THE
EFFECT OF 5-FLUORO-SUBSTITUTION

{(R. W. BrocgMaN, J. M. Davies axp P. SturTs, Biockim. Biophys. Acta, 40 (1960) 22

Electrolyte: Sodium tetraborate (o0.05 A7; pH g).
Paper: Whatman No. 3M3JLL
Apparatus: R. MArRKHAM (19535)-
Time of run: go min.
Potential: 750 V.
Standard : Uridine-5"-phosphate (14-16 cm from origin; 750 V, go min).
. - - - ’5 __ migration distance (cm) of pyrimidine X 100
Units: Relative migration ©¢ = ‘migration distance (cm) of uridine-5’-phosphate

Detection: U.V. absorption.

Rulative migration distance

Compound Umstebstituted s5-Fluovo-substituted
compound compound
Uracil 3o 82
Uridine 66 85
2’-Deoxyuridine 18 6o
Cytosine —5 —4
Cytidine 46 42
2'-Deoxycytidine —_—1 —T12

Orotic acid 97 113
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"TABLE 47

ELECTROPHORETIC MOBILITIES OF SOME AZAURIDINE DERIVATIVES
(J. BERANEK.AND J. SMRT, Collection Czechoslov. Chem. Commum., 25 (1960) 2029)

Electrolyte: Citrate buffer (o.05 M, pH 3.7).

Paper: Whatman No. 3.

Units: cm/h.

Potential: 100 V/cm. :

Apparatus: Not given (presumably Z. PRUS[K axD B. KE1L, Collection Czechoslov. Chem. Communs
25 (1960) 2049). o

Detection: Not given.

Compound Mobility

6-Azauridine-2’(3’)-phosphate
6-Azauridine-z’(3’),5’-diphosphate 13.
6-Azauridine-5’-phosphate

OwY
W

TABLE 48

Rp VALUES OF SOME AZAURIDINE DERIVATIVES
(J. BERANEK AND J. SMRT, Collection Czechoslov. Chem. Commuens., 25 (1960) 2029)

Solvents: 8; = Isopropanocl-ammonia—water (7:1:2).

S, = Isopropanol-i 9% aqueous (NH,),S0O, (2:1).

S, = Saturated (NH,),SO, solution-o.1 3/ ammonium acetate—isopropanol (79:19:2).
Paper: Whatman No. 1 (S,, S,, descending; S;, ascending).
Detection: Not given.

Rp
Caompound
Sl Sg S:
6-Azauridine-2’(3’)-phosphate 0.20 0.3 0.77
6-Azauridine-2’,(3’)-cyclic phosphate 0.47 0.4 0.58
6-Azauridine-2/(3’),5’-diphosphate — 0.1z 0.85
6-Azauridine-5’-phosphate : 0.20 0.3 0.80
TABLE 49

Rp VALUES OF AZAURACIL, AZAURIDINE AND AZAURIDINE-5’-PHOSPHATE
(R. E. HANDSCHUMACHER, J. Biol. Chem., 235 (1960) 764)

Solvents: S; = Butanol-acetic acid—water (ro:2:5).
S, = Isobutyric acid—o.5 N ammonium hydroxide (5:3).
S5 = Ethyl acetate saturated with o.05 M phosphate buffer, pH 5.0.
S, = Isopropanol-6 N HCI (17:8).

Paper: Whatman No. 1 (descending).

Detection: U.V. light.

Rp
Compound
S, S= S, Ss
Azauracil 0.56 0.60 0.50 0.67
Azauridine 0.38 0.51 0.06 0.67

Azauridine-5’-phosphate o.11 0.29 o.0 0.72
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TABLE 50

Ry VALUES OF SOME AROMATIC ANIONS
(I. JARUBEC, Collection Czechoslov. Chem. Communs.z25 (1960) 1736)

Solvents: S, = 1 N KCL
S, = 1 N K,S0,.
Paper: Py, = Whatman No. 4 (ascending; 17 cm, 24 cm). -
PP, = Schleicher & Schiill 602 hart (ascending; 4 cm, 24 cm).
Impregnation: I, = 209, liquid paraffin (d = 0.809) in 50-60° petroleum ecther (rolled and
exposed to air for 6 h).
I, = None.
Detection: Not given.

Rp
Compound P, I, Py,

s, S S, S,
P-Hydroxybenzoic acid 0.78 0.66 0.82 0.69
Salicvlic acid 0.73 0.63 0.78 0.65
P-Aminosalicyvlic acid 0.61 0.53 0.64 0.54
Phenylcinchoninic acid 0.36 o.z 0.34 o.2
Sulphadimidine 0.31 o.74 0.85 0.77
Sulphanilimide 0.72 0.66 0.71 0.61
Salicylamide 0.60 0.54 0.56 0.49
£-Aminobenzoic acid 0.77 0.69 0.84 0.69
Sulphaguanidine 0.77 0.75 0.71 0.64
Procaine o.72 o.70 0.83 0.75
Benzocaine 0.49 o.44 0.51 0.40

TABLE 51
R VALUES OF SOME AROMATIC ACIDS
(K. REHNNELT, Ber. naturwiss. Ges. Bayreuth, 10 (1958/60) 232)

Solvents: X-alcohol-cthanol-water—conc. ammonia (5:5:2:1).

Substances chromatographed: (1) Perylene-3.9-dicarboxylic acid.
(2) PyTcnoyl-(3)-f-propionic acid.
(3) Fluoren-g-one-1-carboxylic acid.

R
X-alcohol F
1 2 3
Methanol 0.51 0.72 0.75
IEthanol 0.49 0.81 0.70
Propanol 0.30 0.74 0.71
Butanol .25 0.66 0.64
Pentanol 0.17 0.55 0.52
Hexanol o.19 0.56 0.50
Heptanol 0.18 o.52 0.47

Octanol 0.13 0.45 0.39
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TABLE 52
Rpr VALUES OF CAROTENES
(M. JENSEN, Acta Chem. Scand., 14 (1960) 2051)

Solvemts: S; = Petroleum ether (b.p. 60-80°).

S = Petroleum ether-benzene (So:z20, v/v).
Paper: Schileicher & Schiill No. 667 (circular).
Impregmation : 20 %, Al,O), (activated after impregnation at r50° for 15 min).
Detection = Visible Ight.

Compound ———-I‘F it

S, S.

ce-Carotene +3 66
[-Carotene 38 62
y-Carotene 5 I5
Phytofluene 77 88
{-Carotene 36 60
Neurosporene ™ L5 25
Lycopene 2 8
Azobenzene™ " So

* Second isomer.
. ** Standard marker.

TABLE 53
Re VALUES OF SOME Vinca minor 1.. ALKALOIDS

(J. TroJANER, O. StRoUvF, K. Kaviovi anp Z. CEKaN, Collection Czechoslov. Chem. Communs.,
25 (1960) 2045)
Solvents: §; = Petrolewm ether (50-70°) shaken with 109 I,.
S = Methanol-19;, acetic acid (I:4).
S, = Methanol-5%,, acetic acid (1:I) saturated with octan-2-ol.
FPaper: P; = Whatman No. 4 (descending).
P. = Whatman No. 3 (descending).
Time of rum: §;, 1 b; S,, 6 b S, 7 b
Temperature of run: 1§—20°.
Impregmatiom: I; = Ammonium formate, anhwvdrous (50 g/l) dissolved in formamide-—ethanol
(r :6). Formamide solution initially adjusted to pH 9.9 with 259{ ammonia.
Resultant pH 7.5.-
I, = 107, liquid paraffin in petroleum ether.
I, = 10%, octan-z-ol in acetone.
Detxction: Imitial heating to 100—110°, then U_V. light or Dragendorff reagent spray.

Fr -
v.y.
Compuumnd S P I S.P.1 S Pul Racrescence®
FE T | ad 242 ~3¢ 2/
"Imcaminorine 0.93 o.14 0.48 V{S2S3)
Vincaminoreime 0.93 0.66 0.72 wy
Vincamidime: .39 o.71 0.69 wy

Ty = vellow; w = weak.
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TABLE 54

Rp VALUES OF SOME LYSERGIC ACID DERIVATIVES
(M. SEMONSKY AND V. Z1KAN, Collection Czechoslov. Chem. Conununs., 25 (1960) 2038)

Solvent: Chloroform.

Paper: Not given.

Impregnation: Formamide-35 9, ammonium formate.
Detection: U.V. light.

Compcund Rr
d-Isolysergic acid (+)-3-cyclopentyl-1-hydroxy-z-propylamide 0.94
d-Lysergic acid (-)-3-cyclopentyl-1-hydroxy-2-propylamide 0.56
d-Isolysergic acid (—)-3-cyclopentyl-1-hydroxy-z-propylamide 0.89
d-Lysergic acid (—)-3-cyclopentyl-1-hydroxy-z-propylamide 0.66

TABLE 55

Rp VALUES OF SOME STEROIDS

(J. R. SwarTtwouT, J. W. DieckerT, O. N. MILLER AND J. G. HamirtoN, J. Lipid Research,
I (1960) 281)

Solvents: §; = Isooctanec.

s = Benzene-isooctane (1:1.5).
S; = Benzene.

1 = Benzene—isooctane (1:1).

s = Benzene-isooctanc (2:1.23).
S = Benzene-ethanol (10o:1).
S, = Isooctane-acetic acid (z200:3).
S4 = Isooctane—acetic acid (200:7).

Paper: Gla‘is paper No. X-934-AH (Reeve Angel & Co., Clifton, N. J.; 15 X 19 cm, ascending).
Impregnation: I, = The paper is heated (600° for 30 min), coolcd, dipped in aqueous 0.4 %
sodium silicate, freed of excess with glass rod and dried over hot plate.
I, = Silicic acid (J. W. DigckerT, W. B. CARNEY, R. L. OrYy AxD N. J. MORRIS,
Anal. Chem., 30 (1958) 1442).
Time of run: 7 min.
Detection: Sulphuric acid (conc.) spray, then charred by heating (230°, 4 min).

Ry
8.1, Sal, Sal, S, Sy, Sol, S.1I, Syl 2

Compound

Coprostanone 0.88

Cholesterol 0.54

p-Cholestanol 0.54

p-Sitosterol 0.54

Coprostanol 0.70

Progesterone 0.71

Pregnanc-3ee, 20x-diol 0.29

Allopregnane-38,20a-~diol 0.57

Androsterone 0.47
Dehydroepiandrosterone 0.59

Epiandrosterone 0.66

Testosterone 0.38

Oestrone . 0.54

Hydrocortisone 0.50
Lithocholic acid 0.50
3,12-Diketocholanic acid 0.64
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TABLE 56
Rp VALUES OF SOME STEROIDS
{P. KABASAKALYAN AND A. BascH, d#nal. Chem., 32 (1960) 458)

Solvents: S, = Chloroform-formarmide.
S. = Benzene-—formamide.
S, = Toluene—propylene glycol.
S; = L.igroin—propvlene glycol.
S; = Heptane-methy! cellosolve.
S, = Heptane-phenyl cellosolve.

(ci. R. NEHER, J. Chromatog., 1 (19358) 205).

Paper: Whatman No. 1 (descending).

Impregnaton: 35 2, propylene glycol in methanol; methyl cellosolve, undiluted ; phenyl cellosolve,
18 2, in acetone (v/v); formamide, stabilised reagent grade (Fisher Scientific Co.).

Temperature of Tun: 227, '

Detection: Not given.

Comprotend

112,172,21-Trihydroxy-16x-methyl-r,4-pregnadicne-
3,20-dione
112,172.21-Trihyvdroxyv-16x-methyl-1,4-pregnadiene-
,20-dionec 21-acetate
gx-Fluoro-118,172,21-trihydroxy-1 6x-methyl-
1,3-pregnadiene-3,20-dione
ox-Bromo-118,172,21-trihydroxy-16a-methyl- o.17
1,3-pregnadiene-3,20-dione 21-acetate
9x-Fluoro-1183,1 72,2 1-trihyvdroxy-1 6a-methyl-
1,3-pregnadiene-3,20-dione 21-acetate
38.1 7a¢,21-Trihydroxy-16x-methylallopregnan-20-one
21-acetate
16x-Methyl-1 72,21 -dihydroxy-1,4-pregnadienc-
.2o-dione 21-acetate
16x-Methyl-17x,21-dihvdroxy-z,4,9(11)-pregnatriene-
3,z0-dione z1-acetate
93,113-Epoxy-16x-methyl-1 7,21 -dihydroxy-
1,3-pregnadiene-3,20-dione 21-acetate
3p-Hydroxy-35,16-pregnadien-20-one
38.1 72-Dihydroxy-16x-methyl-21-bromoallopregnan-zo-one 0.07
16x-Methvl-17x,21i-dihydroxyallopregnane-
3.20-dione 21-acetate
2¢,4e-Dibromo-168-methyl-1 7a, 2 1-dihydroxyvaliopregnane-
,20-dione 21-acetate

0.41
0.7t
0.65

0.62

22x-3-Spirosten-38-ol(Diosgenin) 0.52 0.24
383-Hydroxy-3,16-pregnadien-20-one 3-acetate 0.53
3p-Hydroxy-16x-methyl-5-pregnen-zo-one 0.24 0.17
38-Hydroxy-16x-methylallopregnan-zo-one 0.24 0.18
168-Methyl-17(z0)-allopregnene-38,208-diol 3,zo-diacetate 0.80
16x-Methyl-17x,20x-epoxyallopregnane-38,208-diol

0.21

3.20-diacetate
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TABILE 58

Ry VALUES OF SOME AZULENES
(V. S¥xora aAND K. VokAg, Collection Czechoslov, Chewnr, Communs., 25 (1900) 1702)

10.10 9, HCI.
13.38 9% HCI.
15.37 % HCI.
20.07 % HCL
5 25.05 % HCI.
Paper: Whatman No. 1 (ascending).
Impregnation: I, = 109, paraffin oil.
I, = 209, paraffin oil.
I, = 309, paraffin oil.
Impregnation carried out with the paraffin oil in petroleum cther b.p. 40-60°, v/v).
Time of run: 3% h (I,); 4 h (I,); 5h (Ig).
Detection: Visible light; EM-recagent spray on chromatogram washed to ncutrality.

Solvents: S,
Sa
S

Fwnn

R
Compound I
S, S, Sa S, S

Vetivazulene I, 0.01 0.04 0.08 0.43 0.76
I, 0.01 — 0.05 0.35 0.71

I, 0.00 —_ 0,03 0.2 0.57

S-Guiazulene I, 0.03 0.11 0.24 0.59 0.83
I, 0.02 —_— 0.17 0.58 o.80

I, o0.00 —_ o.10 0.48 0.74

Se-Guiazulene I, 0.04 0.23 0.42 0.75 0.87
I, 0.04 —_ 0.26 0.69 0.88

I, —_— —_ 0.22 0.57 0.77

Chamazulene I 0.08 0.28 c0.42 0.78 0.82
Iy 0.04 — 0.30 0.68 0.80

I, 0.03 — 0.2 0.55 0.83

Se-Chamazulene I, 0.13 0.39 0.53 0.84 0.87
’ I, —_ — — 0.79 0.89

. Iy — - — - —
2-Methylchamazulene I, 0.08 0.30 0.40 . 0.76 0.82
Iy 0.04 — 0.35 0.68 0.82

I, 0.03 — 0.28 0.62 0.81

2-Ethylchamazulene I, 0.22 0.59 0.67 0.83 0.86
I, 0.13 _ 0.58 0.81 0.85

I, 0.09 — 0.55 0.78 0.85

Artemazulene I, 0.54 0.67 0.77 0.82 0.83
I, 0.35 0.69 0.83 0.84

Is 0.31 0.66 0.82 0.87




