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8. k=Y (ATRIE : 3V IBEEERRH)



144

% Transmittance

i
4000 3750

¥ it Pig
3250 3000 2750 2500 2250 2000 1750 1500 1250 1000 750

Wavenumbers (cm-1)

3500

9. {2V (ATR AXZ7 k)L Sigma-Aldrich #1: Spectral Viewer ¥ &)




oy

%T

108

80

60

40

20

3000 2000 1500
Wavenumber [cm-1]

B 10. Hfk=V» (ATRE : 30 IEBEREH)

1000

600



9¥

%T

1500
Wavenumber [cm-1]

11. HEfb=U > (ATRE : NaClB RN 0 IRE)



Ly

%T

104

80

80

40

20

0 .
4000 2000 2000 1500 1000 600
Wavenumber fcm-1]

12. k=Y > (ATR & KCLEREMS Y EE)



87

%T

0
4000 3000 2000 1500 1000 600
Wavenumber [cm-1]

18. #fk=V v (ATR ¥ : KBr By RN$ D iR2E)



6%

W%T

0 :
4000 3000 2000 1500 1000 600
Wavenumber fcm-1}

14. A7 % B (BRIEE)



0¢

Abs

1.2

AR

-
4000

3000

2000

X 15.

1500
Wavenumber fcm-1]

ZF 7 #UB (EEE - Abs £R)

1000 500 400



1¢

Octanoic a

cid

F ] ] h ] | & » = M W WE
“ ; 'l b 1 4 I 'l 'l . " ] . | 11 i
FiM R Lisghd-- ..LEI PPy LE & i H NG kR A g N1 . .
[l - B I (1 M T 1 I":' i 0 o N g N 1y . ¥ =k ke tH
I I PO T S TR T T i LEATETERS 1 '
o - E R TN [1 i PH A i LI IR |1 "y J 1 1.3 -
At M B FI A od i m O MRIR ! 1 1 | 1 H (8 1
N b . o 1 B - B . 1'FL - (] . 1. o B S
H‘ 1 . - - . . [ B =] 1kl [ R H . 1
h o af, | | ¥ 1 BT . ] [H H _H . RN R
* ! 1 - 1 i CHa oy 3 . . .= " ar
a5 [l - 1 'd'- I : R O A ] . HE W KT
Pl 1 N H 5 ™ = X1 T -5 1 i - il fue ko B [yl i
i xS i g™ I TN 1 " . 1 - -.-;_t. [T H
TN EXEER Ln -F. N .45kl N EE ™A . "% =PH ¥ A "
m e T1-F gl ) 5 e B N B R G AT A o
Ii H - B s O " . - i, | N Iy AR ]
JLVL - Lk if ' ' wil) ‘w1 AR
I P Y Py Ol B } g . u g [ d‘t
i H ' o r LY N T = o B J "h 48t
3 2] M L3 - gy > I 3 i baa
- . o L) 1 1 - oy
o g J .} . koo T LEL T ! il L b
B cad

16.

F 7 Z oM (RRE © Abs 7=, JECFA)



4

%T

1500
Wavenumber [cm-1]

2 17. #+27 % B (ATRE)




€9

% Transmitlance

100 ----»

X 18.

Wavenumbers (cm-1)

7 4 B (ATR A7 k)b Sigma-Aldrich f1: Spectral Viewer IX#)

500



FAFBMNENEEMDE (RADOTEHFRIETEEE)
WK 26 FE SRR E &

& NMR &I & 2 EERAEEDE OMESHTIEOHEST

£
R

K e N ESLE SR R A F AN TR S RN EEM R

MIEREE B OREERBRIEORER L2 B Lo —&R &

LT, EREAR~D L —FEY ¢ =R INTZHEGERIETHDLE
2 NMR % AV 7z 5-Benzyl-3,6-dioxo-2-piperazineacetic acid (DKP) @
EESITCET IRFZITo7. TORKER, T2 NMR IR LEMOESE

BV TENEOITEEEZE T2 Z AL NE ol

A. BFEEEW

BATIIEREMY OREMELHE % He
RT3 BEHNT, RO OMER, 48 (W
E) 2 EORSHBSSRRININEERTE
DREMOFEE, FRER E O HEESENH
Eah, B SMEMBMHAEEICTEHIN
T3, ZaoBkicE, FAlE LTERE%
DOIWERED bR TEY, RS T,
HPLC S0 END Z £ 08% <, MEM
EHAEEAELSLETHD . ER LD
EEAREOMEX, EIHEES HPLC &
ZHOVCEHEINTWASR, HPLC % T
XU b MERME R FHIl S h TV, Ez,
COMEITEAEREBICIVIESES L O,
TRLLFEZMICERLIIE LT, BRL
L THHEOEEESE R b 5 iM%
BETERD. {E-T, BRBENY O L
HROBENG, FBHEEORWVMENSITIEOMH
NBBHETHD.

e, EEBEAAR (S ~o hL—3% v
U4 —DRNHERERINESEEEE LTER

ZF A L7z qNMR ((H-gNMR)IX, EEMHN
HERSNIZRAERMEEZRNSZ LT, 250
{bE&EMHE O 7P EERELN [HLEY
DENREXFBHRE EOKEL ZHET
LRERBEZFIHALIZEEETHS. NMR ITE
FREERAFITHEEZIT>TNDTD, Thb
2 DOMLEWIER— DILFEEETH A MLE
E20. o T, FHFEFIICERRME DT
G5 SNIBRHREME O L 572 ST ~D b v
—H U ¢ =R SN TR T NEEY
BLLTHWSZ LTk, NIZEYE LA
EXIRICEWM O v 7 F VERERE L, KFK,
FEREOBRN G, e RBIENZILED
DEEPHMELZRODDLZENARRTHS. =
DEIBEBEOFEFE L —F YT
4 &R L7 H-oqNMR /X, AQARI (Accurte
QuAntitative NMR with Internal reference
material) & HFEEIIHL TV A,

Fo, RIETHEB 2 ERICEE L CEEI
BRIELIDOHLTHENFRETHD I LR
AT 2RERIIREDZY 2mLUTT

NMR (quantitative NMR ; gNMR) 237 FH 55 Z &2 8, ORI SRR R
EEDHTVWSD V. gNMR @955, 1TH NMR HAWMOEBOE THEELENL TS, &
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LI, BAEWSHTIZBWTE, 'H NMR E
CTHE S G & M O > 7 F i+
SIS VTR, BHER 7 ) — T
T RFHEAARA LG ORMLEI AT & 72 0, G
OfFE it BN AR E B2 b d.
O X 9N, RIEETAR D TYPLHPEDO @ TR
ThY, Ho D EREOFEENE, EERES
HHHERSNTNDEE LD, 2O LD Ik
25, tH-gNMR i, 755 el 0 iR g
S0 AR I EOMEE ST 208 9, 4
FESCBEAF RN D E TSy D F F oy AT 50
~FIHERTWS., 2, ¥ TR INET
BRI HT~0 TH-gNMR 3 12 BY
T HIRE D, B0y OFI e LBh (A 72 &
DT BN T, AREITREHE R BT 23 7]
BT EEH LN L. &2 TR
TUE, RSN O Bk RERIE O RS M k&
B Lofgeo—Er & LT, mHbREE H Rk
D 1 DOTHBT A OLT — LDRSFREIC
BWT, 7T AT — AR oOKRERICET A
HENHKIT LI TWB 5-Benzyl-3,6-dioxo-
2-piperazineacetic acid (DKP) ®EE55#HT
28T 5 H-gNMR D& ZEICBE§ 5 #Et
BT 7.

-
et

B. W5
1) AE
DKP %, BRomEHAStt L TE5 07
VBN
sulfonate-ds sodium salt (DSS-de) 1L FnEH
ETEKRKSHHTEE NMR ANEEDE
(Cat. No0.044-31671, Lot.No.TLP6524,
MIEE 92.5%, FLENFENS @ 0.6%) & MW
72, BVAFNANANLEFFT K (DMSO-ds)
i% Aldrich # % Hv -,

2,2-dimethyl-2-silapentane-5-
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2)
R E B LEE (NMR) @ ECA600 (7
kAR R 600 MHz) (H AKEF R

3) DKP & NMR 4387 (27 D)

DKP ) 10 mg # 49 & v, DMSO-ds#J
0.75 mL (¥R LTz, Z O A 4% 5 mm
@ NMR BHE (S &2 4 em 1725 K 9
WAL, B L, &8 NMR #l7F (\H NMR,
13C NMR, H-1H COSY, HMQC, HMBC)
AT o7,

4) 'H-qQNMR |2 & % DKP D g &

DKP # 10 mg X (" DSS-ds 9 4 mg % %
NENKEBIZEY, DMSO-ds 2 mL 2%
TING B L2, ZOBEEZ/E 5 mm
7 NMR B IZH#m 03K 4 em (2725 K9
WAL, BEEAL, qHNMR HIEZIT- 2.
DSS-ds > 7 F LV ERRE A 9.00 & LIz
EDDKPICHRT L ENENDRFERED Y
T VERRE, 5T E, RESE TN
WZHRA L, DKP &% (Cokp, %) ZH H L 7.

IDKP/ HDKP MDKI’/ WDKP

MDSS/ WDSS

Cpxp = % 100

IDSS/ HDSS
772U, Ipkpe, Ipssid DKP KT DSS-ds
D FIVERERE (DSS-ds:9.00), Hokp,
Hpss iZ DKP &1 DSS-ds DR EFE D KFEH
(DSS-ds:CH3x3=9), Mpkp, Mbpss it DKP
& DSS-ds D4y & (DKP : 262.26,
DSS-ds : 224.36), Wpke, Wbssid DKP &
U'DSS-ds DFFERE (mg) TH5.

5) 1H-qgNMR JIE 5K VT — & OFEYT
1H-qNMR JIE O EAGE 2% 1127 L.
7245, TH-qQNMR D{b2:> 7 MEE, DSS-ds



DKRFBV T TN BEETF L (60) &L,
SME% ppm B\ CE L. 517z FID 5
— X%, 77—V xEH# (zero filling=1) K&
OLHFHIEZ T > 7. DSS-ds X' DKP @
EEYV 7T NVORBOEEERE LILE,
DSS-dsD > 7 F/VEEIREZ 9.00 & LTz
EDODKPICTHRT HENENDREEED Y
JFVEERES % [4) H-qNMR (2L 5
DKP| TRLEFHENXIRAL, EEEHE
L7, ok, 7—F 0N, Alice 2 for
gNMR ver.2 = v 7z,

(wEE~DEE)
ARG, MBI HERITR.

C. BRRUEBL
1) DKP O&KFET 7 FILDIRE
IH-gNMR (2 XV EEREEZAT O ITIE,
HEHZHKT D NMR 7 F A2 RBT5
& LB, TR R OREE DS
TGO R DV ST VBN E e
blanwz &, &7 FND SIN 72 8 h R
L2diEz 62wy, 22T, DKP IZ2oW0
T 1H NMR #EZ#1TVY, ALY Ry —
VIERAENE L. ZTOMERE, M1RLE
1H NMR A7 Mg, £/, K
FER K 0V 18C NMR, 4 F& 2 )k o¢ NMR (*H-1H
COSY, HMQC, HMBC) Z-22 hLDFf
MR ETIC LD, FAKBL 7T AERELE
(®2). 2B, 2NbDrIHALTT M,
DDOHRFT LA X D20, DSS-ds DKHE
T FNEREESTFAG0) L LizEED,
SfE (ppm) & LT/RLTE.
BoHNFART MR E— U EREEIC
ROBEEAToT.

2) 1H-gNMR 2 & 5 DKP & &DHE
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H-gNMR 1%, A~27 MV EIZBEIhS
FEME L ERRME O 7T IVEFER
ELE/VBEOMGEND, BIEXNRILEDD
BEZHRGERTIILENAETHD. £z,
FEME LYY T ¢ BRI E
WEMEEZAWDZ LIZXY, BN ERM
OEEENKIBICEELEFELESEXS. %
T, REORMEMYOMEFRENTIT 5
NTWOLYME~DEAEEZHLNCT D
W, T AT — LOGfEERTH D DKP
{Z2oWT tH-NMR BIEZ{T-o 7. @,
IH-gNMR Ti%, EEEE A L7-&4% R
WARBRERD D, RENZBPESRGEE 1
WORT . AR TCIE, ZOBESREEFWT
1H-gNMR %#1T->7-. #OFEE, 61 1.59, 6u
2.07, 6u4.06, §u4.23 K (N6u7.1-7.4 D
T IVEH SN DKP &%, 96.0~
96.5% Toh-o7=. —J, 612.96,6n 3.12, &u
7.88 K1 6r 8.14 LW HH N7 DKP & &
XFENFR, 97.3%, 100.2%, 94.0% K O
94.71% TH Y, oI rnsBohik
DKP & & & R 1~ 4% RREENRD bz,
i, 6m 296120V TIE, VI FALDE
BN 312DV T FAOFEREL TS
Z &, 6u 3121V TiE, 6u 3.3 fTiTic#l
2325 DMSO-ds FOXKICHKT L7
FADEN 6312 D T ERY, B
ORELHAZRETCECVRNED, EE
EREL o tEX BN, £/, 6u7.88
KON 6H 8.14 [Z DWW TIE, ENENLDTAHD
HERIIHEE LT ARBEPRZEEDOHEE LR L
TWa 7w, EREESBEIN, EM:
FEIIREEEZEZ OGN,

¥, SuT1- 14Dy 7 FELVERS
7= DKP OE&EMEIX, o 7 &g
R THoTe, TNObEEERV I FLE



LCHWDEE, BEOMEICL->THE, =
By 7 OFBHNIC I ko >
TV EGR DR b S E D, BLED
MAEFBET 5 &, DKPOERIZIL, 6u 1.59,
61 2.07, &1 4.06, 6u 4.23 # A DH = &3
W EBFz bz (DKP YEHE i 96.1%).
T, TG ATEO TN BE S
FIRHEER 2= (RSD) 1% 0.1~0.3 % & BA&F
Thoi.

D. f&w

AHFFETIL, RSSOk R E Ok
E o ka2 i LT, 1H-gNMR iZ & %5 DKP
DERICET DMt EIT o, REILRAT
IROWTHEEE 2 L, DRKP O E BIC a2
IRAORTE T D Z & AV U, ARFERIE,
DKP OjEfHT Ok S R OMEE ML FIZ
M EEE2MATH Y, 7 E R AR
DEIHTIE~OARIEO R ~E T 72 BT —

AWNBFONIELDEERD.
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#1 TH-gNMR #I & &4

Spectrometer JEOL ECA600

Probe 5 mm broadband autotune probe
Spectral width 20 ppm (-5-15 ppm)

Auto filter on (eight times)
Acquisition time 4s

Flip angle 90°

Pulse delay 60 s

Scan times 8

Spining off

15C decoupling multi-pulse decoupling with phase

and frequency switching (MPF-8)

Probe temperature 30°C

£2 ZVITITNEIVEHEINZDKPEEDOHE  (n=3)

Sy (ppm) Content (%) RSD (%)

1.59 96.1 0.3
2.07 96.1 0.1
2.96 97.3 0.6
3.12 100.2 1.3
4.06 96.0 0.2
423 96.0 0.1
7.1-7.4 96.5 0.2
7.88 94.0 04
8.14 94.7 0.4
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Residual proton in the
deuterated solvent

1  DKP ®H NMR 227 hb (RIEELE : DMSO-ds)

5y 8.14
0 N 8y 2.96, 3.12 8 7.20
O Y
8, 4.06
: 8, 7.26
H O 8,1.59,2.07 . N 0 8, 7.31

2 DKP OfbZ#iE Kk U 'H NMR (L& 7 b
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