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A8 phe L-Phe Column: COSMOCORE 2.6Cig
p-Ala 2.1 mm1.D. X 100 mm
k Mobile phase:
m/z: 455.5 mz.5316  A:0.1% Formic Acid - Acetonitrile / H,O=10/90
. e BbE B: 0.1% Formic Acid - Acetonitrile / H,0 = 50 / 50
-Pro .
Bconc.0— 10— 60— 100% (0—5—> 30— 35min)
m/z: 4815 A mzazs  Flowrate: 0.4 mL/min
5 3 T 5 % % ® Temperature: 40°C

Retention time/min Detection: ESI(+)-MS
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Column: COSMOCORE 2.6C1g 2.1 mm 1.D. X 100 mm Flow rate: 0.4 mL/min
Mobile phase: A:0.1% Formic Acid - Acetonitrile / H,0 = 10/ 90 Temperature: 40°C
B: 0.1% Formic Acid - Acetonitrile / H,O =50/ 50 Detection: ESI(+)-MS
Bconc.0—25—45—67% (0—3— 15— 30min) Inj. vol.: 1.0uL
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DL-Amino Acid Labeling Kit PN

Column:
*k COSMOCORE 2.6C1g < DM >
2.1 mm I.D. X 100 mm Column:
Mobile phase: = COSMOCORE 2.6Cig
A: 0.1% Formic Acid - Acetonitrile > 2.1 mm I.D. X 100 mm
/H:0=10/90 g Mobile phase:
- B: 0.1% Formic Acid - Acetonitrile g 5 A: Acetonitrile / 60 mM Sodium
E /H20=50/50 = & Acetate (pH 6.0) =5/95
_ B conc. 0= 90% (0 — 10 min) B: Acetonitrile / 60 mM Sodium
g * S ;':' Linear gradient o Acetate (pH 6.0) =60/ 40
- ° = Flow rate: 0.4 mL/min T B conc. 0 = 60% (0 — 10 min)
I Temperature: 40°C Linear gradient
Detection: UV 340 nm " A_L Flow rate: 0.4 mL/min
) . . % Labeling reagent (Hydrolysed) . . Temperature: 40°C
5 miny10  **: D-DLDA-S-CeH1,0H 0 5 minj10  Detection: UV 254 nm
Amino Acid (AA)|  AA Residue : : : : s
DL-Amino Acid Labeling Kit PITC
L-Arg 1 0.8 0.7
D-Val 1 1.0 nd.’
L-Ala 2 2.0 2.0
L-Val 1 1.1 1.8

1 D-Val #37 L-Val




TSRO

B SEREFHARCTRIELER

EBTEFUEFAESBRERT, BT Marfey 757%, (L)FDAA 2 (L)FDLA B9tREFIR BB, BRZ~mAFRIEH (D)FDLDA 5
FEE, Alt5&4%75 7580, MS RBEES, M UV REEARER. BTERT D BMREEA, FIERIRFESENAEER.

UV 340 nm ESI(+)-MS
L-FDAA
4o At 425.90 (1.00)
NO; O 125340 nm, 4 nm (1.00) *x ¢
N L b ‘
e S I LJ ‘ L o
3 *
= B 13 T T T T X Ton B3 E3 3 E3 £a f
L-FDLA 1 P i :inan;mo (1.00)
NO, " 1254340 nm, 4 nm (1.00)

o
N\)k
Y NH,

Ao 50“:;;.60 (1.00)
p-FDLDA 1254340 nm, 4 nm (1.00) + L
- D L ) b ﬂ
NOz ;O o RsR g A
N u L ‘
ON CHs B B % do ES £ s ED Ton 1 = ) 7 T T T T o T
Ha
i *, Labeling reagent (Hydrolysed), **; Labeling reagent
< DS >
Column: COSMOCORE 2.6Cig 2.1 mm I.D. X 100 mm Flow rate: 0.2 mL/min
Mobile phase: A:0.1% Formic Acid - Acetonitrile / H2O =20/ 80 Temperature: 40°C
B: 0.1% Formic Acid - Acetonitrile / H,O =70/ 30 Detection: UV 340 nm, ESI(+)-MS
B conc. 0 = 100% 20 min Linear gradient Sample: Labeled DL-Leucine
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(1) DL-Amino Acid Labeling Kit (#19942-74)

(2) Dabsyl Chloride (#10427-91)

(3) o-Phthalaldehyde (#27810-44)
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(1) DL-Amino Acid Labeling Kit

NO, O CHy

[
N N
NN “CHs
H
O,N Hy

# NH CHy

07 SoH ‘J

(2) Dabsyl Chloride g \

<Conditions>

Column:
Mobile phase:

Flow rate:
Temperature:
Detection:

COSMOSIL 2.5Ci8-MS-Il 2.0 mm I.D. X 50 mm
A: 0.1% Formic Acid - Acetonitrile / H,0 =20/ 80
B: 0.1% Formic Acid - Acetonitrile / H,0 =80/ 20
B conc. 0 — 100% 10 min Linear gradient

0.2 mL/min

40°C

UV (1)340 nm, (2)430nm, (3)241 nm

Sample:
Sample concentration:
Labeling reagents:

Inj. vol.:

Labeled DL-Phenylalanine

0.01 mg/mL (as DL-Phenylalanine)
(1) DL-Amino Acid Labeling Kit
(2) Dabsyl Chloride

(3) o-Phthalaldehyde

1.0 uL

* (3) BEZREAFICHNRER—RERILNERHTI.
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(1) DL-Amino Acid Labeling Kit $30.59 (1,00
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(3) o-Phthalaldehyde ‘_34‘1' 36 (7. 007

L
< DS >
Column: COSMOSIL 2.5Cig-MS-Il 2.0 mm I.D. X 50 mm Sample: Labeled L-Phenylalanine
Mobile phase: A:0.1% Formic Acid - Acetonitrile / H,O =20/ 80 Sample concentration: 0.01 mg/mL (as L-Phenylalanine)
B: 0.1% Formic Acid - Acetonitrile / HoO =80/ 20 Labeling reagents: (1) DL-Amino Acid Labeling Kit
B conc. 0 — 100% 10 min Linear gradient (2) Dabsyl Chloride
Flow rate: 0.2 mL/min (3) o-Phthalaldehyde
Temperature: 40°C Inj. vol.: 1.0 uL

Detection: ESI(+)-MS

@ fRcEmIRE

ERNAGES 1R 3 XM 7 XKi@BI HPLC DTHRICH L KRS, BPR_RBEMCHFmRENRE, TEEFHMIRE, MY
PRETFAFNNELS . PITCHRZHNERBARKXIRE,
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1 100% 100% 100% 100%
3 113% 95% 0% 81%
7 106% 96% 0% 83%
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Carnosine (mono) Glutathione (mono) Tuftsin (di)
350,000 . . 350,000 - 700,000
300,000 - 300,000 - 600,000
250,000 A 250,000 500,000 ° .
o 200,000 . 2000001 gz 400,000 mono-form
fe 150,000 1 {150,000 - f& 300,000 @ diform
o 100,000 4 b3 100,000 200,000
50,000 1 50,000 100,000
0 y y y " 0 . . . , 0 . . .
0 30 . 60 90 120 0 30 60 LN 120 0 30 60 20 120
2 RIRS 1)/ 53 R RIRE)/43 ¢ R RIRTIE)/43 ¢
Peptides Carnosine Glutathione Tuftsin
Sequence H- 3 Ala-His-OH™ H-Glu-Cys-Gly-OH H-Thr-Lys-Pro-Arg-OH
Amino acid residues 2 3 4
Labeling reagent binding sites 1 1 27
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<Conditions>
Column:
COSMOCORE 2.6Csg

Mobile phase:

A: 0.1% Formic Acid - Acetonitrile / H,O = 20 / 80
B: 0.1% Formic Acid - Acetonitrile / H,O = 50 / 50
B conc. 0 — 90% (0 — 10 min) Linear gradient

2.1 mm1.D. X 100 mm

Flow rate: 0.4 mL/min
Temperature: 40°C
Detection: UV 340 nm
Inj. vol.: 0.5 uL

*, Labeling reagent (Hydrolysed), **; D-DLDA-S-CsH1,0H
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59 ) 8.2 225
100 L-His L-Arg 5-Hydroxy-DL-Lys
E| m/z: 521.5 m/z: 540.6 m/z: 447.5
507 NH o on o
i S:‘f H NH?H HINJ\u/V\Nq‘KOH HzN\/\/\Hk“H k
) NH,
0
100, Camosine b Labelingreagents 3  Labeling reagent e <Conditions>
miz. 592.6 (Hydrolysed) m/z: 500.6 .
. ol - iz 384.4 h Column:
o o NH |
£ H,N«)Ow. - ‘ COSMOSIL 3PBr 3.0 mm I.D. X 150 mm
5, : ° | | ‘l Mobile phase:
™ N .2 . . P
; 1003 L:;:_s:‘;lsn: Z-A,r:;n_nz::nnl L,',,?'.":‘;'zi': A: 0.1% Formic Acid - Acetonitrile / H,O =20/ 80
3 e S Sl B: 0.1% Formic Acid - Acetonitrile / H,O = 60 / 40
z o /E?\" MO - i B conc. 25 — 25 — 45 — 100%
i PN S . ’ [ (0—5—15-30min)
100 " 1-Me-L-His, 3-Me-L-His " GABA Llys 1 Flow rate: 0.4 mL/min
m/z: 535.6 m/z: 469.5 m/z: 439.5 Temperature. 40°C
50 63 o o o o ion: -
lNMIOH Nmm mNMOH N roon Detection: ES|(+) MS
R I % 5-Hydroxy-DL-Lys, L-Ornithine, L-Lys: double
T rmemn T memin T rmemn charged peak
Other compounds: single charged peak
@ BRI T RKHI 3 (HPLC/ 757% 1)
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Carnosine
Homaocarnosine

(o]
HN /\)LNH OH

-
N7
0 <M
HZN/\JKNH OH
)

o]
Carmnosine

Anserine

o]
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o
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<Conditions>
Column:

Mobile phase:

Flow rate:
Temperature:
Detection:
Inj. vol.:

COSMOSIL 3Ci-AR-Il 3.0mm 1.D. X 150 mm
A: 0.1% Formic Acid - Acetonitrile / H,O = 10/ 90
B: 0.1% Formic Acid - Acetonitrile / H,O = 50/ 50
B conc. 20 — 40% (0 — 20 min)

Linear gradient

0.4 mL/min

40°C

UV 340 nm

1.0 pL

* Labeling reagent (Hydrolysed)




@ =&k (557% 2 HPLC) @ MEM non-essential @EERAR (F57% 1 LC/MS)
COSMOSIL Application Data COSMOCORE Application Data
Column: COSMOSIL 5C g-AR-IT Column: COSMOCORE 2.6C 4
Column size: 4.6 mm 1.D. X 150 mm Column size: 2.1 mm I.D. X 100 mm
Mobile phase: A; 0.1% Formic Acid-Acetonitrile / H,O =20/ 80 Mobile phase: A; 0.1% Formic Acid-Acetonitrile / H;O =20/ 80
B; 0.1% Formic Acid-Acetonitrile / H,O =50/ 50 B: 0.1% Formic Acid-Acetonitrile / H,O =50/ 50
B conc. 0 — 100% 20 min Linear gradient B conc. 0 — 100% 20 min Linear gradient
Flow rate: 1.0 mL/min Flow rate: 0.2 mL/min
Temperature: 30 °C Temperature: 40 °C
Detection: UV 340 nm Detection: ESI(+)-MS
Sample: MEM Non-Essential Amino Acids Solution 1
Sample: Sports drink 1; L-Asn-D-DLDA 2 4‘3‘57 4.0 3
1; L- Arg-D-DLDA 2; L-Ser-D-DLDA 1
2; L-Val-D-DLDA 3; Gly-D-DLDA - EesEe it
3; L-Ile-D-DLDA 4 4; L-Asp-D-DLDA o - > T
4; L-Leu-D-DLDA = Y - 5; L-Glu-D-DLDA i
Inj.Vol.: 2.0 ul £ B0 78100 s IR0 e 200 6; L-Ala-D-DLDA " ;
NACALAI TESQUE, INC 7; L-Pro-D-DLDA NACALAI TESQUE, INC
Inj.Vol.: 2.0 ul
= H ARG N 2 (P53
@ THESEBIE (557 2 HPLC) @ “8f% (757% 1 HPLC)
COSMOSIL Application Data COSMOSIL Application Data
Column: COSMOSIL 5C,5-AR-II Column: COSMOSIL 5Cs-AR-IT
Column size: 4.6 mmlI.D. X 150 mm Column size: 4.6 mm L.D. X 150 mm
Mobile phase: A; 0.1% Formic Acid-Acetonitrile / H,0 =20/ 80 Mobile phase: A; 0.1% Formic Acid-Acetonitrile / H,O =20/ 80
B; 0.1% Formic Acid-Acetonitrile / H,0 =50/ 50 B; 0.1% Formic Acid-Acetonitrile / H,O = 50/ 50 H
Lo . N
B conc. 0 — 100% 20 min Linear gradient o B conc. 0 — 100% 20 min Linear gradient <\ h
Flow rate: 1.0 mL/min HoN oH Flow rate: 1.0 mL/min N NH,
Temperature: 30 °C NH, Temperature: 30 °C Histamine
Detection: UV 340 nm L-Omnithine Detection: UV340 nm
Sample: o Soft drink wy ; Sample: '”% 1
1; L-Ornithine-D-DLDA oo 1; Histamine-D-DLDA .
Inj.Vol.: 1.0 ul " Inj.Vol.: 1.0 ul
S 25
] 0 ¥
e e s — 25 50 75 100 125 180 175 min200
75 50 75 100 125 180 115 mnd0
NACALAI TESQUE, INC NACALAI TESQUE, INC
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@ #ric5T D-FDLDA K935BA (L-FDVDA, #20363-24)

Kuranaga, T,; Minote, M.; Morimoto, R.; Pan, C,; Ogawa, H.; Kakeya, H. Highly Sensitive Labeling Reagents for Scarce Natural Products. ACS Chem.
Biol. 2020, 15(9), p. 2499-2506

https://doi.org/10.1021/acschembio.0c00517

Kuranaga, T.; Kakeya, H.; Chapter Five - Development and application of highly sensitive labeling reagents for amino acids. Methods in Enzymol.
2022, 665, p. 105-133

https://doi.org/10.1016/bs.mie.2021.11.004

@ fike DL {AH93iA 51
Ozaki, M.; Kuwayama, T.; Hirose, T.; Hashimoto, A.; Kuranaga, T.; Kakeya, H. Separation and identification of the DL-forms of short-chain peptides
using a new chiral resolution labeling reagent. Anal. Bioanal. Chem. 2022, 414, p. 4039-4046

https://doi.org/10.1007/500216-022-04048-w
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DL-Amino Acid Labeling Kit SP 15-25° C 19942-74 100 tests inquire
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