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Isolation of Caffeine by Using Sublimation from Tea Leaves
and the Utilization for Chemical Teaching Material of Instrumental Analytical Experiment

B -8 HOE =
Jun HAYAKAWA® - Masaki KAMATA*®

1. LIS

INETERAIL, [FEEABHOEESR] V2%, [7 7YV 2GR EOER] ° [7va—
W OFEE | F LT DL EBROER L] % &, bR EREEA O 720 O LB OB %17 -
T&E7z, G, A ZHBELRAERCEWO THEE & [FE] [Ewl [CEREZ LT LW B RIFIZH
DHLDL D EERT

KEFEDFIHEREZ B 2 ERLEERICBW T, T © THEE] TBE] ohELZTTRl, 20
BRI KXo TlEONAERY O THE] X [E2] OFEZFERLEND LD, £ OEBREIZBVTIL,
ZNENOT =R LT, HWo [HR) % THEE] [H] CERPEINTBY, EBRTHELML
o TFE] 2 [EE] OFECOWTEH TV EMIOS N2 VORBIRTH 5. —TJ5, BT
ML T, fEFEOESIZRE L HFGS LAEHERIEE (NMR) ARV (R), S4THIRIN (UV) & &
DARY MVHHTIZOWT, #ERRLEEHICL > TOAFET L7200, (LFFEBEO—RE L THHTL2LDL
VO EEDSHHETH D, INEWET B0, Forld, HELFERICBNT [E] %, [HEE [
ERFFICAERD O TFE] 2 [EE] 20k L -EZRNEOEM I A TYS, TTICEA L, %
I 3FERDALFERFM & LT, p AN A7 VT e Rep @i 72 b7 2/ Y EFERHIHWZ TV K —
WHEEIZ L o THN I VEIFEREY [ L, WICH VI VFEEROZRX ARG ToCTHNV T v IR
FURFHFLEEE [BH] TH2LEVITF—<ZBALTVLY, L&MW [H) % THEE] [ 721302
L EF 5T, NMRRIR, UV EOBERAITERD GbETHEBL, Elho [FHE] 2 [F2] 417>
W5, REFFEIZBVTIX, OO IIFERZ WE L-EREM ORMBEO-0I12, B ARILEWD
[HEE 2 D] nz <, [FE] R [E) 0 EHSE N TLI LIl

B HEALEW T 5 EREN #F%EE T4 LT, TADER LIALEWIRRMON 724 TH
5o 17 x4 > (137-trimethylxanthine) X, ¥H > F VHET VA OA FTH Y, RS, a—b —, F 3
IL— bR ESEEHOEMICE TN TVL 2T TR, BERCHERH], TR L o ZZEHG IS R
ENTWD, HLFEOERE STIL, T (Ko h 74 o] BT 2 EBREM BRI NT
WBD, FOTHRIIEERZGTHETH 724 Y E2KRERE LTHIB L2, bE»rsYraoxs v b
A7 O0aRVAL EOFEBERETH 724 Y OREHETEEVILDOTH B LaL, s il
H (EARAEEE S M) w7 2a) L EICHEH ENL 0TI A ML ORENRSH ), S 512 a 7 v RiET
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DF AR REERLHMEEOBELOIFFE L AWV E INL70°, Na sy v RE a4 LR w,
HDHVIIEHE BT 2 EBRTEORELLETH 5,

HLEBEIIBOCE, RE,PSEEY T2 V2 RESEDLHEEIATETH L EINTELNT A
ok, FEEFEFENAT LI EILD D 7oA VBREERCL->THHEOSNLZ L 2HE LT B
51, BRI EBREENCREM SN TV A RAEEZ LB LA HETERENL S 724 Y OHBE# 175> T
BN, AT A Y OIERRLINE, KIEOIBERE L IMBARR 2 LI L T e SR L Twian',

FCCARWIZE T, FEEICLVEBICERENr S T oA v h [HEE] L, BEoEEs T s &
WZXD, A7 24 DA MV TRHE] 2 [Em] 217 ) {LFHERFEA O 720 O FEEFBM OREIE
FFHZ LIz A7 2400 [HEE FHCEL T, B, BRER, AR EOREORE, FAER
JE R FIEREE OB EICOWTHM M 247 2 L1 LT —F, B 72400 [FE] 2 [Eel ICEL
T, BEEOMTEBO—ERE LTH NMRB L UOPC NMRZHISEL, DAY FIVRENTIZ X VG5 2
Lzl 7

2. KEBAHE

21, AR TER LZRES KUHE

FLICRZE TN L2 8BERREO—EEZ R L. 774 Y OBEEE LT, R (co-op : iF
RIZRET LARAS 100g © ZEMI14Y¥410) & Bids (B - BRRE Y BT 1 — Ny 7 408K S
HE¥600), AT (HHATEE 1 SO DHBHIE 7oL 7Ly K 1650g ; BEMEA50) Z M L. A
DOFFIIE, BB IV (YAMAZEN @ 3 )V 3 4% — MR280 (W) ; Z&lit5¥2345) %2l L7z FiER
#s A3 L LT, BN (RELFEI S 4 7 0 4ME105mm, 22 160mm ; S it5¥930) & & b 7L —
F (YAMAZEN : %0k v M 7L — 1+ KY-HI200[T] ; Z#1ilit5¥2980) #FIHAL, MBI L > THIEL T
{Bh 74 y&BNT ZEEE LT, AEMNERY GHMEIOMm, EYHMEIOmm, EEIOmm ; Stk
¥1360) #fHH U720 AEICLVEONSN T oA v 2RI O5EICHINT 2 HWTT £ b vy 2 5L L
THHA L. 7T M OBEDOZDIZTNRL —% — (IWAKI : REN-1) & EZR > 7 (ULVAC : GVD-
100) ZfHH L7z NMRMlsEIR, T 0ok a2 e L CVarian NMR System 700TH7 - 72

22. REDPSDHT 14V DEZRAE

ARG THRIENSO N 724 Y ZHBEL 7272 MUIR L7ze Z530g% 140 M 3V 3 59— 1200 Tl
L (H1-D), L 7282845003 DRSS MICTLY 513 T, BEICHREED R4S $I2hRE
(H1-®@), Cn%EER 5ty PHE L, HRO-OOMNEIROMRERE (EkE o THE) 24y b 7L —
MIREL, WEL2—EICT 570Ky b 7L — b EI00HEFEL. 724 Y OREED288CTHDHZ
ERFEBLT, kv b7 L — bOEEKEIZ, 160T, 180T, 200T M35t & L7ze FlCHaf L7z [HiEEE
(M iho 7z b2 S F IR 7228500 K1©2) 5€vy bMadhy M7 L— b EIZEREL, INEEiT-
Too DNEAERMIE 1 BER, 2 WER], SEFER, 4 EER, SEFM OS5 LML Lz (K1-GQ). ME L 7ZEHIZKLE
OIS U B DS, 2055 I ZF DR T XTHRGE 72 D e 55T TW DT, FKEEDLEIL 72\,
e, HAERELY Ry PTL— b EROIYIRE, FIDPFCTIONLIEET CHEIL-Z L 2R L 72
%, WFOMNBEIAE LIcAEARY (W74 Y) 2077 T 0867 b THE» L, 50ml)
AT ITAINED THM A HINRL = —THREZBLL, BONTHBEEEZERY FI2L Dz s
72,

23. h7 x4 VBERYOBRRICKDHBER

22T ONT A T o A VAR ORI, T N RBEEICHW T o 7, MERY &SRO
77 A OREIL, ZNEN183~185T £237~238C Th o720 4 Bl D@ FI3237~238C TH - 72,
FHERRICAT 7 2 4 Y OFMEDPTIGEE L TEH o Tw 2 2 b,
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<1> K830 o 1571 S 6 —Io iR L,

il 14718
-
Pt Ul 550
INIFY—
\ J
<5‘ B LI 2636 25,00 g 3O REFRILIZIR D 5217, )
MRZEOR2ARINE XS FIZh S O, hay TRIEEE| LIS .
b @Lf:%ﬁ @\
Y TR e
p WXFIZhSRT,
\_ ZE3EM J
<3‘ Hv b7 L— FORBOED, HERORREEZE L, )
wIZ, vy b 7L —FOREEZ—RIZT B2, 105EFREITo T,
BB E A 160°C, 180°C, 200°C D35 & Lz,
@THE LTz TRHIEWEE| 52y h2Fy N FL— MIHEL,
MEZEFT oz, MBERTE, ZICEINER, 2W5R0, SRR, 4R, SERREE L7z,
Ay h7L—hZ | EERBRRT
IRIRBEZ 2R L, ' | -
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FEvE, TEEemE]
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|\ J
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2.4. NMRAXZ NLOAIE

22THENTH 7 = A4 HAERHD'H NMRANY b L ESC NMRARZ MVORIER T 72, 72, 2.3
OFFEHPTTHER LS 7 24 v B L O CEELR TEKK) o5 7 24 ¥ O'H NMRAXZ ML &
BCNMRANRZ M VORIEDL T, #7724 VHAERDO AT NV EDOREBWE 1T 72,

2.5 NMRAXRZ MLOAIEICEDHT 114V DEE

AETH NI 7 oA JHERWIZ, Y 7220 X% > (PhyCH) O—5ERE % NIEEYE L LTk
LT, 'H NMROWERTo770 Emlt, N7 x=)V A% >D554ppm (s, 1H) OWRILY — 7 OFE5 il
EETHAEICH BT A h 7 2 A4 > D751ppm (s, 1H) QWY — 7 OF&5ME & D HEIZ & > T o 72,

3. BREER

1. RXEHSBONEHT A4V OHARE, RESKUOME

HIEHRD N 7 24 Y OEEHTIZBIT 2R (R E &) 23R21E 21 (ki e, il fHIX
) IORL, EEEICL > TEM LML Y 7 24 v oOEE K222 K22 (il FER; fedh: ) 1R
U720 ZOREIZFR23& M2.3 (Gl ReR; el 402 (R L7z, £/, BREAOCRON 7 2 4 ¥ OKSEM
TIZBIF AR ORHi % &) 233 1L K31 (it IRef; fitdh: M) (R L, Emidic Lo CHl
L7zl 7 2 A4 v ONEF #328 K32 (i BERD; #efh: IE) 1R Lize ZOMEIZ3332 X33 (i
il B R ROEE) IR L7ze E502, FEHRD N 7 24 Y OBEMETICB I 2HMIE R % &)
FRALE AL (L R A ANE) IR L, EEEICL s TR LMD 724 v OlEx 42
42 (i Wy #Edm: D) (R L7ze F72, TOMBEILFAI L [X4.3 (Rl RER; il A0 1R L7z,
AWFFETIE, HERMTCRUERZSEEEDRL, b5 EOFMEFBRELE . £RICIE, TOFY L IEHERF
RN LT, HHICE, B ICEET Oy FERLT,

R2.1 RIZFRBROH 7 T4V OERE (MY ZET; MEEEIF, 160T, 180T, 200T)

160°C 180°C 200°C
SnERE R LI & TEVE (R LI TEVE (R LI TEVE (R 7=
[hr] [mg] [mg] [mg] [mg] [mg] [mg]
1 17.6 1.5 37.3 2.2 90.6 5.6
2 32.5 2.3 62.8 3.2 116.9 6.8
3 45.8 3.2 83.2 5.4 135.4 6.0
4 53.4 5.5 91.8 4.5 137.9 2.2
5 55.3 4.7 91.2 2.1 146.8 2.8
RZFHEOHI(oDOERE
200 (160°C , 180°C, 200°C 3% 5E) X 160°C
A180°C
150
= 8 e 8 ©200°C
: 8
18 100
50 b % X
b
b
0
0 1 3 4 5
B8 [hr]

M2.1 FIFRERODT 11 OHERE (e 2E: MFEEIL 160C, 180T, 200TC)
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R22 FIFRBERDNT 11 2 DIRE (NEBIREZRVZEE: MFEEIE, 160C, 180T, 200C)

160°C 180°C 200°C
INEAREE] lIr§=3 e (R 2= IR & e (R = IR & e (R =
[hr] [m moll [m moll [m mol] [m moll [m mol] [m moll
1 0.068 0.009 0.120 0.008 0.214 0.010
2 0.107 0.009 0.186 0.008 0.262 0.014
3 0.145 0.011 0.228 0.014 0.280 0.007
4 0.174 0.014 0.234 0.009 0.294 0.011
5 0.159 0.009 0.246 0.007 0.290 0.010
HZEBAEDOHITA(DINE
(160°C , 180°C, 200°CE%5E)
0.4 X 160°C
0.35 A180°C
03 g
S 05 g ©200°C
I @ ‘
E 02 4
mg 0.15 % g ;i
0.1 ) X
0.05 %
0
0 1 5

ﬂ#ﬁs‘ls[hr]
X2.2 RIREROHT 1 DOIRE (RWEIEEZRVVEES; MBUEEIE, 160T, 180T, 2000)

R2.3 FIREBROBEERMFOH T 11 > OME (R21£R2.2HHE; MEEEF, 160T, 180C, 200C)

160°C 180°C 200°C
IR R ol IR Tl IR ol IR
[hr] [%] [%] [%] [%] [%] [%]
1 81.1 6.5 68.0 1.8 50.0 2.4
2 69.7 2.7 62.9 2.4 475 1.1
3 67.2 1.3 58.3 25 43.9 2.8
4 69.1 2.4 54.2 1.3 45.1 1.6
5 61.4 7.1 57.1 1.6 41.9 1.7

MFRBEROBERM P OH T/ DFE
(160°C, 180°C, 200°CE% 7E)

100 X 160°C
20 g A180°C
? 4 i ¥ ©200°C
T 60 8 § g §
"
% ® 3 6
20
0
0 1 2 4 5

3
Bl [hr]
2.3 FIRBEROBERDPONT T4 > OME (FR21£XK2.2DHHE; MEREIE, 160T, 180T, 200T)
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3.1 SREXBROHT T4V OHERE (R E2T; MAEEIL 160C, 180T, 200C)

160°C 180°C 200°C
DB HRI B Y {5 HELI L 1 Y {7 LI AL Y {7
[hr] [mg] [mg] [mg] [mg] [mg] [mg]
1 8.4 0.7 23.8 1.6 52.6 2.0
2 15.7 1.0 37.8 1.5 78.0 2.5
3 21.4 1.9 43.2 2.2 90.1 5.1
4 24.0 3.4 47.9 3.7 91.7 4.2
5 24.7 3.1 49.4 1.7 90.9 2.8
BEZHEDHTIA(ODHEIE
200 (160°C , 180°C, 200°C3%5E) X 160G
A 180°C
150 N
= <$200°C
£
o8 100 8
= 8 ¢
) é
50 ] A A ; ;
7'y
0 X X x
0 1 3 5
B [hr]

M3.1 SEFXBERONT 11 > OHERE (R EaE; MEEEIE, 160C, 180C, 200C)

&332 BEEEBEROH T 1MV OINE (NEIREZALVZEE: MEEEIE, 160C, 180T, 200C)

160°C 180°C 200°C
TR I TR = %534 e ffR 7 I e 7
[hr] [m moll [m mol] [m mol] [m moll [m mol] [m moll
1 0.023 0.003 0.057 0.003 0.121 0.007
2 0.039 0.005 0.057 0.003 0.154 0.004
3 0.051 0.008 0.088 0.006 0.179 0.007
4 0.060 0.009 0.102 0.003 0.177 0.006
5 0.061 0.008 0.108 0.007 0.180 0.007
BREZHEOHIZ(ODINE
(160°C , 180°C, 200°C3%E)
0.4 X 160°C
035 A 180°C
03
S 025 ©200°C
2 )
E 02
b ¢ 6 8
& 0.15 8 S
0.1 4 ' ; )
0.05 'y X % %
X
0
0 1 2 4 5

ﬂ%l’a‘ij’[hr]
3.2 GREEFRERDONT 11V OIRE (NEMZEZBVVEES; MEEEIF, 160T, 180T, 200TC)



38 B RFHE AW 8 7 8 £2

C[]

#3.3 BRRBROBERDHONT 1 > OME (R31EXI2HHEL; MAEREIF, 160TC, 180T, 200T)

160°C 180°C 200°C
INEARE] i TR 75 HiEE PR 2 L TR 7
[hr] [%] [%] [%] [%] [%] [%]
1 58.3 3.7 51.2 3.5 50.0 2.4
2 52.4 5.8 49.4 2.1 47.5 1.1
3 50.4 4.8 50.4 2.4 43.9 2.8
4 53.2 2.9 47.7 1.8 45.1 1.6
5 52.5 0.9 47.4 1.7 41.9 1.7

REXBROBERYFON I/ DHE
(160°C , 180°C, 200°CE&5E)

100 X 160°C

20 A180°C

$200°C
X 60
8 40
20
0

0 1 3 5
B [hr]

R3.3 GERBAROEERMFOHT 1> OME (RI1ERI2HOEH; MEEREIE, 160T, 180T, 200C)

KA KIFEBRDOH T T4V OERE (RHYZET; MEEEF, 160T, 180T, 200T)

160°C 180°C 200°C
IR R LI B T 2 LI 7 2 HRLU TR =
[hr] [mg] [mg] [mg] [mg] [mg] [mg]
1 10.8 1.2 31.2 1.9 51.4 2.1
2 17.7 1.0 38.7 1.6 59.6 3.2
3 23.0 1.2 44.9 3.3 64.3 2.4
4 26.0 1.5 49.0 2.6 65.6 1.8
5 25.2 1.8 49.0 1.3 70.9 2.6
HEBREDHITA(ODHINE
200 (160°C , 180°C, 200°C & 5E) X160°C
A180°C
150 i
= ©200°C
£
18 100
=
& & &
50 © M A
4 X X
% b
0 X
0 1 5

B#Fa‘lalhr]
X4.1 {IZEBEROH T 21 OHENE (Y ZzaE; mEEE, 160C, 180C, 200C)
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RA2 fIFRBRDHT T4 2 DIRE (NEBREZRVZEEMFEEIE, 160C, 180C, 2007C)

160°C 180°C 200°C
TMEREH] &3 TR = 1§y e 72 &S TR 7
[hr] [m mol] [m mol] [m mol] [m mol] [m mol] [m mol]
1 0.036 0.004 0.095 0.007 0.125 0.009
2 0.052 0.003 0.113 0.008 0.131 0.015
3 0.068 0.004 0.122 0.004 0.152 0.012
4 0.073 0.005 0.134 0.004 0.171 0.009
5 0.072 0.004 0.131 0.006 0.170 0.007
fIEBEODIZAODINE
(160°C , 180°C, 200°CEE5E)
0.4 X160°C
035 A 180°C
0.3
3 o2 ©200°C
E 0.25
= 0.2
o 8
4 0.15 8 % §
0.1 ? x ‘
0.05 X b4 X X
0
0 1 3 5
BER [hr]

4.2 fIFKBERDODT T4 > ORE (NERIEEZBVZES; IZvEEIZ, 160TC, 180C, 2007C)

RA3HIREROBERMPODT T4 > OHE (RA1ERL 2D DHEL; MEGEEIL, 160T, 180C, 200C)

160°C 180°C 200C
PUEE L TRHE(R 7= sz PEHE(R = i R e 2
[hr] [%] [%] [%] [%] [%] [%]
1 70.6 3.3 64.6 2.8 51.7 2.2
2 62.1 18 62.0 2.2 46.5 3.0
3 63.0 3.0 57.9 3.5 50.4 5.1
4 59.5 3.1 58.0 1.6 55.4 3.1
5 60.6 11 56.9 1.8 50.8 3.6

MFBEORERMP DN T OHE
(160°C , 180°C, 200°CE%5E)

100 X 160°C
30 A180°C
$200°C
T 60 % ] i
i 8 g
8 40
20
0
0 1 2 3 4 5
B [hr]

4.3 {IZFKAXROBERMTONT 11> OHME (RANERIHSEH, MEREIF, 160TC, 180C, 200C)

39
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FNEFNOLKREIZONT, FHESLMHTIZBVT RN E TIHINE S ES L DISHINL Twizas, 3
BRI DIEIZIZIE—E TR W E o7z Z3USHT LT, STREEOAZEDOM IR & & LI T4 2 &8
HH L7220 SNHDFERENDS, BAIEEL I, BT 3EMIIRELLETH LI bl 72, %
FEIZEI LT, 160C, 180T, 200C OINEASAEIZ BV TIE, T EAE W IT SRR & IR 13 il &
S, MEMET T2 2 EAbhr o7z SEEMIINEL L 2B RS Cld, 180T @ b DIZAMEEAH0% % HI S 7 2o
7203t LT, 200C @b DIXHIAS & BREA THIEAS0%% TRl Y, ALK $50%THh > 72, MEOEE,S
AWFZE T80T TOMNE % el et & L7z,

TNZREE180C , NG 3] &\ ) Feali el T OEERT, AIEIC Lo TR ONIZh 7 = 4 v ORI,
R T0.228 mmol, BEEZ T0.088 mmol, #L4T0122 mmolTdh o720 77 x4 ¥ OYlE (GHlikeE) il
EEEETLE, REOTTRAEPRELZLDLEFZ 5D, WadlwPOEHEETE 2 BNMREY Hv7-
BRANICLE LR A IZLDIBRTVLOT, WFNORELHH LT FAEROFTIIE LA W
LEZLND,

3.2. h7 4 VONMRANRY ML #BERY, FBEMS KOHRABOLLE

22CTHIEN LGNS 7 = 4 YHAERY ONBGEEEIS0C, N 3 o 4&M:) O'H NMRA XY
FVB LT, "C NMRANXY MLEZNZENIASL, M52025R L. 72, 230FEMTHESNZH 724
Y D'H NMRAXZ bvB L UPC NMRANY b L& ZFNZEN6-1, HE212mR L. E512, WO
724 YO'HNMRARZ MVB X UPC NMRANRZ MV EMT7-1, 7201258 U720 B AT FVIZBWT,
342ppm (s, 3H) OWRINY — 7 13H, (¥5-128), 360ppm (s, 3H) 13H, (M5-1%M), 4.00ppm (s, 3H)
H. (K5-1%88), 751ppm (s, 1H) OWINYE — 27 1ZH, (K5-1508) OWIE -2 Z2RL T 5,

B 7z A VHERWOH NMRAXZ MUIE, EEOAXT MLE T 5 &, 080~240ppm O FHI% 2R
K OWINYE — 27 DIEAET B O LT, B L2 A 7 2 4 > @'H NMRAY bV, AA ORI E —
IIEAT VYD, B 7 A PHERYHIZIE, 080~240ppm D FEIH WL Y — 7 % 7R § A4 AI5006 42
EFENTNEI EDRDAD,

—F, BT A VHEEDDOUC NMRANYZ M VIZBWT L, EHOANRY MV ERET S L, 15~30
pPPM D FEIH N K DI — 7 DEFET B DI LT, P L7ah 7 24 ¥ Tld, ZOFIFIZIINE —
IHRRENR V. BT oA R TI2IE, 15~30ppmIZWIN Y — 7 IR AR ('H NMRTI120.80~
240ppmIZRS) DEENTVDL I EDbnb,

LoL, #7x4DO'HNMRANY MUIZBWT, 240ppm & ) AR, $ 7% b 5342, 360, 400, 7.51
ppm® ¥ ¥ — F RN — 7 ORI IEARF ORI Y — 27 SR 5N ve AHE ORI Y — 7 1ZWFE T
T =T RWINE = I RN s, AT oA VHAERDIZE FNDSAHIIE, ST RO E TR
ILREZRDILEMEEZ S5ND, L72D 5T, 724 2O'H NMRAXRYZ FIVICEN AL, Wi
WY — 27 2 HWTH'H NMRTERET A ICIE TR W LA b,

3.3. FERBADEA

FIPB R DL EEBRIZIEIZ BT, RIERFTE, SR, ALk SHHH, INEGREIXI80T, MNEEER X
M E N 7 2 A4 Y OFAFEOHRME L THEMZMENT 5 2 LW TEL RFELE, 3FEROILFIRRIE
AZEHH L TITE 2w EER T A,
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Sample: Caffeine-crude-from-Green-tea-1H-Data-Hayakawa

kawa.fid

File: /home/vimrl/vimrsys/data/Kamata/Hayakawa/

Pulse Sequence: s2pul

Solvent: cdcl3
Ambient temperature
Operator: vmmrl

File: Caffei de-£:
VNMRS-700 "Varian700"

tea-1H-Dat

Relax. delay 1.500 sec
Pulse 45.0 degrees

Acg. time 3.500 sec

Width 11261.3 Hz

8 repetitions

OBSERVE H1l, 699.8206041 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 131072

Total time 0 min, 40 sec

CHCls
£~ (CDCls 1 3k)

b=  a

KFEFHT  ppm(o) DTV T

Ha 3.42 S
Hby 3.60 S
He 4.00 S
Ha 7.51 S

X5-1

cHy

| 3
N
I a

O

—

N
4
o e/
N
/
SHsC
[¢]
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B RFHE AW 8 7 8 £2

gample: Caffeine-drude-from-Green-tea-13C-Data-Hayakawa
File: /home/vrmrl/vrmrsys/data/Kamata/Hayakawa/: 1)JC-Data-Hayakawa.fid

Pulse Sequence: sZpul

Bolvent: cdcl3
Ambient temperatyre
Operator: vmmrl
File: Caffeine-cryde-from-Green-tea-13C-Data-Hayakawa
VNMRS-700 “Varian700*

Relax. delay 1.7q0 sec
Pulse 45.0 degrees
Acg. time 1.300 sec
Width 43103.4 Hz
144 repetitions
OBSERVE C13, 175,9700379 MHz

DECOUPLE H1, 699.[8241144 MHz
Power 43 dB K

continuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 1.0 Hz
FT size 131072
Total time 25 min, 36 sec

h|g f

N

A\ CHCI;

L | — (CDCI, 3%

Lol il it bt i wmwmm :

140 120 100 80 60 40 20 ppm

e ppm
Ca 927.90
Ch 29.73 b
C. 33.58 £ (|3H3
Ca 107.56 N N

// ~

Ce 141.38 e
Cr 148.62 \

N/C
Ce 151.68 c~/ T I
Cn 155.39 d Or\h \a

K5-2 HIZED180C, IEEMIMEMICLDRETER LD T 4 VRERMD'’C NMRAXY ML
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1H-Data-Hayakawa

Sample: Caffeine- 114

File: /home/vimrl/vmmrsys/data/Kamata/!

Pulse Sequence: s2pul

Solvent: cdcl3
Anbient temperature
Operator: vmmrl

/Caffeine-recrystallized-f, tea-1H-Pata-Hay .fia

tea-1H-Data-Hayakawa

File: Caffeine- 1lized-f
VNMRS-700 "Varian700"

Relax. delay 1.500 sec
Pulse 45.0 degrees

Acg. time 3.500 sec

Width 11261.3 Hz

8 repetitions

OBSERVE HI, 699.8205921 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 131072

Total time 0 min, 40 sec

CHCls
£~ (CDCl; Hi3R) L

T L E—

T T T T

7 6 5} 4 3 2 L ppm

T T T L —

KFFT  ppm(o) By TV T (EIA-I_\
|

Ha 3.42
Hy 3.60
H. 4.00
Ha 7.51

X 6-1

BRRICEVBRLZDT 14> O'HNMRAXY ML
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new experiment

TR BRI

Sample: Caffeine-racrystalli

File: /home/vonrl/vomfsys/data/Kamata/Hayakawa/Caffeine-recrystallized-from-Green-tea-13C-Date-Hayakawa.fid

Pulse Sequenca: s2pul

Bolvent: cdcl3
Awbient temperature
oOperator: vrmrl

File: Caffeine-purchaped-13C-Data-Hayakawa

VNMRS-700 "Varian7oo|'

Relax. dalay 1.700 sec
Pulse 45.0 degrees
Acq. time 1.300 sec
Width 43103.4 Hz
144 repetitions
OBEERVE (€13, 175.5700412 MHz
DECOUPLE H1, 699.8241144 MHz
Power 43 4B
continuously on
WALTZ-16 modulated
DATA PROCEEEING
Line broadening 1.0 Hz
FT size 131072

Total [time 25 min, 36

g
h&

sec

-13C-

St

BTGB B2

C[]

CHCIs
L — (CDCL, 1)

150 140

SE
i
5
y

ppm

27.90
29.73
33.58
107.56
141.38
148.62
151.68
155.39

100 Q20

e

N/% -
C\/
e | IN

80 70 60 50
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|
\ //N\Xé/N\
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\
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N g
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~N
Cc” CH,

h
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STANDARD 1H OBSERVE - profile

Sample: Caffeine-purchased-1H-Data-Hayakawa

1H-Dat .fia

File: /home/vrmrl/vrmrsys/data/Kamata/Hay

Pulse Sequence: s2pul

solvent: cdcl3
Ambient temperature

Operator: vmmrl

File: Caffeine-purchased-1H-Data-Hayakawa
VNMRS-700 "Varian700"

Relax. delay 1.500 sec
Pulse 45.0 degrees

Acg. time 3.500 sec

Width 11261.3 Hz

8 repetitions

OBSERVE H1l, 699.8206053 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 131072

Total time O min, 40 sec

£~ (CDCls 1 30)

/cattei

CHCls

45

ppm(o)

A/

3.42
3.60
4.00
7.51

2]
o

T

/O\\

n

X7-1

H7 T4 ZRDO'HNMRAXY ML
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new experiment

ffeine-pu

TR BRI

d-13C-Data.

Sample:
File: /home/vrmrl/vim|

Pulse Sequence: s2pul

Solvent: cdcl3
Ambient temperature
Operator: vmmrl

File: Caffeine-purcha
VNMRS -700

Relax. delay 1.700 sg

Pulse 45.0 degrees
Acg. time 1.300 sec
Width 43103.4 Hz

144 repetitions
OBSERVE C13, 175.970
DECOUPLE H1, 699.824
Power 43 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0
FT size 131072

Total time 25 min, 36

h

Ve

<0

412 MHz
1144 MHz

sec

rsys/data/Kamata/Hayakawa/Caffeine-purchased-13C-Data-Hayakawa.fid

sed-13C-Data-Hayakawa
"Varian700}'

St

BT B

52

C[]

CHCIs

l¢e— (CDCls H1k)
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110

130 120 100
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ppm
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151.68
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4. £ED

KIFZEICBWT, KENPSEHAIEIC L >TH 7 oA VR BT 25000 2 BEt L, ZoZk{bz
REIZ L7ze BUZR % T, INEEIEIZ180C, INEAEERIE 3 B CHEET 2 025 D IE A B W 2
Edbirotz, 7z, B, AARICBWTYH, MEGREEIS0T, INEEFR 3 KM CHIET 5 LM05, &b
W& ERERR W EDbh otz ATEICL>THESNZN 724 Y O'H NMRIZ L B[AEDS & O E
FWMESIT AL LB, HOA 724 Y ONMRANRY PV EDREBEME LIT- 720 ATEICL > TESR
72517 24 Y O'H NMRARY MU, AR A OB — 7 SHERRTE 575, i & how
BANRT MVaRHZDZENbhoice RFHETHEELZY 724 V1L, FEAREOBEEZTHOTED
NMRANRZ b VHPBEICHES B4 0 TV e LT+ a4 MExR - TB 0, PIEEREZFML CH NMRE
ERITANE, MR ON 724 L OMELRETEDLZ EDNbrole T2, PRI L A REECIR
AT POVIIE R FEEREMIINZ A 2 8 T, MO S50 5 BENTEETH 5,

RIFZE T, AL [HEE 2 TR 1SN < Ao [FzEl] 2 [ 2A—Eo%EER (5
B) L X nBMOBMBEEREEZIT) LN TEL, AL EBRICREN AL 5T,
BIfE R Z OFEBRZ B LT ALFERERED L) R LD THEDOPEREVE ST EBNITENTH b,
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