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General methods: Chemicals and solvents were either purchased puriss p. A. from
commercial suppliers or purified by standards techniques. Catalyst 7 was synthesized
according to litterature procedures.' For thin-layer chromatography (TLC), silica gel
plates Merck 60 F254 were used and compounds were visualized by irradiation with UV
light and/or by treatment with a solution of phosphomolybdic acid (25 g), Ce(SOs), *
H,0 (10 g), conc. H,SO4 (60 mL) and H,O (940 mL) followed by heating or by treatment
with a solution of p-anisaldehyde (23 mL), conc. H,SO4 (35 mL), acetic acid (10 mL) and
ethanol (900mL) followed by heating. Flash chromatography was performed using silica
gel Merck 60 (particle size 0.040-0.063 mm), 'H NMR and °C NMR spectra were
recorded on Varian AS 400 or 300. Chemical shifts are given in d relative to
tetramethylsilane (TMS), the coupling constants J are given in Hz. The spectra were
recorded in CDCl; as solvent at room temperature, TMS served as internal standard (8 =
0 ppm) for '"H NMR and CDCl; was used as internal standard (8 = 77.16 ppm) for °C
NMR. GC was carried out using a Varian 3800 GC instrument. Chiral GC-column used:
CP-Chiralsil-Dex CB 25m x 0.32 mm. HPLC was carried out using a Waters 2690

Millenium with photodiode array detector. Optical rotations were recorded on a Perkin
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Elemer 241 Polarimeter (d = 589 nm, 1 dm cell). High-resolution mass (ESI) were

obtained with a Bruker MicrOTOF spectrometer.

General procedure for the catalyst screen for the conjugate addition of
propionaldehyde to dimethyl 2-(4-nitrobenzylidene)malonate:

To a stirred solution of the catalyst (20 mol %) in solvent (0.5 mL) was added
propionaldehyde (15 mg, 0.25 mmol) and dimethyl 2-(4-nitrobenzylidene)malonate (32.5
mg, 0.125 mmol) at the temperature given in Table 1. The reaction was vigorously stirred
and monitored by TLC analysis for the time shown in Table 1. Next, the reaction mixture
was directly loaded on the silica gel column and the residue was purified by silica gel

chromatography (pentane: ethyl acetate = 4:1) to give product 3a.

General procedure for chiral amine 7-catalyzed conjugate addition of unmodified
aldehydes to different alkylidine malonates:

To a stirred solution of the catalyst 10 (20 mol %) in CHCl; (0.5 mL) at -20 °C or CH;CN
(0.5 mL) at + 4 °C was added aldehyde 1 (0.25 mmol) and alkylidene malonate (0.125
mmol). The reaction was vigorously stirred for the time shown in Table 2 and monitored
by TLC analysis. Next, the reaction mixture was directly loaded on the silica gel column
and the residue was purified by silica gel chromatography (pentane: ethyl acetate = 8:1-

4:1) to give product 3.

MeQOC._COOMe

NO,

Dimethyl 2-((1R,2R)-2-methyl-1-(4-nitrophenyl)-3-oxopropyl)malonate 3a: [a]p> = -
13.2 (¢ = 1.0, CHCl;); 'H NMR (400 MHz, CDCl5) § 9.62 (d, J = 1.6 Hz, 1H), 8.16 (d, J
= 8.8 Hz, 2H), 7.38 (d, J = 8.8 Hz, 2H), 4.13 (dd, J = 6.8, 10.0 Hz, 1H), 4.00 (d, /= 10.0
Hz, 1H), 3.76 (s, 3H), 3.50 (s, 3H), 2.90-2.86 (m, 1H), 0.96 (d, /= 7.2 Hz, 3H); °C NMR
(100 MHz, CDCl3) 6 201.9, 168.2, 167.6, 147.4, 145.3, 130.1, 123.8, 54.8, 53.3, 52.9,

48.7, 44.6, 11.2; The enantiomeric excess was determined by HPLC with an OJ column.



(iso-hexane: i-PrOH = 90:10, A =250 nm), 0.5 mL/min; tg = major enantiomer 120.4
min, minor enantiomer 162.0 min. HRMS (ESI): calcd. for [M+Na]'(CisH;7NO>7)
requires m/z 346.0897, found 346.0885.

MeQOC. __COOMe

NO,

Dimethyl 2-((1R,2R)-2-formyl-1-(4-nitrophenyl)butyl)malonate 3g: [o]p> =+ 15.9 (c
= 1.0, CHCl3); 'H NMR (400 MHz, CDCl;) § 9.58 (d, J = 2.8 Hz, 1H), 8.16 (d, J = 8.8
Hz, 2H), 7.40 (d, J = 8.8 Hz, 2H), 4.02-3.97 (m, 1H), 3.93 (d, J = 9.6 Hz, 1H), 3.72 (s,
3H), 3.47 (s, 3H), 2.74-2.68 (m, 1H), 1.44-1.38 (m, 2H), 0.81 (d, J = 7.6 Hz, 3H); °C
NMR (100 MHz, CDCls) 6 202.7, 168.3, 167.6, 147.4, 145.8, 130.1, 123.8, 56.0, 55.3,
53.2, 52.8, 44.2, 20.3, 11.5; The enantiomeric excess was determined by HPLC with an
OJ column. (n-hexane: i-PrOH = 90:10, A =210 nm), 0.5 mL/min; tx = minor enantiomer
43.3 min, major enantiomer 63.2 min. HRMS (ESI): calcd. for [M+Na] (CisH;o0NO>)
requires m/z 360.1054, found 360.1036.

MeQOC. _COOMe

NO,
Dimethyl 2-((1R,2R)-2-benzyl-1-(4-nitrophenyl)-3-oxopropyl)malonate 3h: [a]p> = -

16.3 (¢ = 1.0, CHCl;); "H NMR (400 MHz, CDCl3)  9.59 (d, J = 2.4 Hz, 1H), 8.19 (d, J
= 8.8 Hz, 2H), 7.44 (d, J = 8.8 Hz, 2H), 7.26-7.18 (m, 3H), 7.02-7.00 (m, 2H), 4.12 (dd, J
= 7.2, 10.0 Hz, 1H), 4.03 (d, J = 10.0 Hz, 1H), 3.74 (s, 3H), 3.49 (s, 3H), 3.22-3.16 (m,
1H), 2.78-2.67 (m, 2H); *C NMR (100 MHz, CDCl3) & 202.2, 168.2, 167.5, 147.5,
145.4, 137.6, 130.1, 128.91, 128.88, 127.0, 123.9, 55.7, 54.7, 53.2, 52.9, 44.5, 33.4; The
enantiomeric excess was determined by HPLC with an Ad column. (n-hexane: i-PrOH =
85:15, A =210 nm), 0.5 mL/min; tg = minor enantiomer 50.3 min, major enantiomer
86.9 min. HRMS (ESI): caled. for [M+Na] (C,H2;NO>) requires m/z 422.1210, found
422.1226.



MeQOC._COOMe

Dimethyl 2-((1R,2R)-2-formyl-1-(4-nitrophenyl)pent-4-enyl)malonate 3i: [o]p” = +
17.1 (¢ = 1.0, CHCl;); "H NMR (400 MHz, CDCl3) § 9.60 (d, J = 2.4 Hz, 1H), 8.16 (d, J
= 8.8 Hz, 2H), 7.41 (d, J = 8.8 Hz, 2H), 5.66-5.55 (m, 1H), 5.04 (dd, J = 1.6, 10.4 Hz,
1H), 4.95 (dd, J= 1.6, 17.2 Hz, 1H), 4.07-3.99 (m, 2H), 3.72 (s, 3H), 3.46 (s, 3H), 2.96-
2.90 (m, 1H), 2.18-2.16 (m, 2H); °C NMR (100 MHz, CDCl;) & 202.2, 168.3, 167.6,
147.5, 145.4, 133.5, 130.2, 123.8, 118.6, 54.9, 53.5, 53.2, 52.8, 44.0, 31.4; The
enantiomeric excess was determined by HPLC with an Ad column. (n-hexane: i-PrOH =
90:10, A =210 nm), 0.5 mL/min; tg = minor enantiomer 42.5 min, major enantiomer
74.3 min. HRMS (ESI): calcd. for [M+Na] (C17H;90NO>7) requires m/z 372.1054, found
372.1055.

MeQOC.__COOMe

Dimethyl 2-((1R,2R)-2-methyl-3-0xo-1-phenylpropyl)malonate 3f: [a]p” =-13.2 (¢ =
1.0, CHCl;); "H NMR (400 MHz, CDCl3) & 9.62 (d, J = 2.0 Hz, 1H), 7.28-7.27 (m, 2H),
7.24-7.22 (m, 1H), 7.16-7.14 (m, 2H), 4.00-3.95 (m, 2H), 3.75 (s, 3H), 3.43 (s, 3H), 2.80-
2.73 (m, 1H), 0.95 (d, J = 7.2 Hz, 3H); °C NMR (100 MHz, CDCl;) & 203.1, 168.8,
167.9, 137.3, 128.9, 128.6, 127.7, 55.5, 53.1, 52.6, 49.4, 45.2, 11.0; The enantiomeric
excess was determined by HPLC with an Ad column. (n-hexane: i-PrOH = 90:10, A =210
nm), 0.5 mL/min; tg = major enantiomer 21.0 min. HRMS (ESI): calcd. for
[M+Na]"(C5H;50s) requires m/z 301.1046, found 301.1047.

MeQOC. _COOMe




Dimethyl 2-((1R,2R)-1-(4-chlorophenyl)-2-methyl-3-oxopropyl)malonate 3c: [a]p> =
-6.5 (¢ = 1.0, CHCls); '"H NMR (400 MHz, CDCl3) § 9.59 (d, J = 1.6 Hz, 1H), 7.27-7.25
(m, 2H), 7.11-7.09 (m, 2H), 3.98 (dd, J = 6.8, 10.8 Hz, 1H), 3.92 (d, J = 10.8 Hz, 1H),
3.74 (s, 3H), 3.47 (s, 3H), 2.77 (ddd, J = 1.6, 6.8, 6.8 Hz, 1H), 0.94 (d, J = 6.8 Hz, 3H);
BC NMR (100 MHz, CDCl3) § 202.6, 168.5, 167.8, 135.9, 133.6, 130.4, 128.8, 55.2,
53.1, 52.7, 49.1, 44.4, 11.0; The enantiomeric excess was determined by HPLC with an
Ad column. (rn-hexane: i-PrOH = 97:3, A =250 nm), 0.3 mL/min; tx = minor enantiomer
60.4 min, major enantiomer 98.1 min. HRMS (ESI): calcd. for [M+Na]'(C;sH;7C105)
requires m/z 335.0657, found 335.0645.

Me%OC\:/COOMe

Br

Dimethyl 2-((1R,2R)-1-(4-bromophenyl)-2-methyl-3-oxopropyl)malonate 3d: [o]p™
=-3.8 (¢ = 1.0, CHCl3); "H NMR (400 MHz, CDCl3) & 9.59 (d, J = 2.0 Hz, 1H), 7.41 (d,
J = 8.4 Hz, 2H), 7.05 (d, J = 8.4 Hz, 2H), 3.97 (dd, J = 6.4, 10.8 Hz, 1H), 3.92 (d, J =
10.8 Hz, 1H), 3.74 (s, 3H), 3.48 (s, 3H), 2.79-2.75 (m, 1H), 0.94 (d, J = 7.2 Hz, 3H); °C
NMR (100 MHz, CDCls) 6 202.6, 168.5, 167.8, 136.4, 131.8, 130.7, 121.7, 55.1, 53.1,
52.7, 49.0, 44.5, 11.0; The enantiomeric excess was determined by HPLC with an Ad
column. (r-hexane: i-PrOH = 90:10, A =225 nm), 0.3 mL/min; tx = minor enantiomer
34.2 min, major enantiomer 52.6 min. HRMS (ESI): caled. for [M+Na] (C5H;7BrOs)
requires m/z 379.0152, found 379.0134.

MeQOC.__COOMe

Dimethyl 2-((1R,2R)-2-methyl-1-(3-nitrophenyl)-3-oxopropyl)malonate 3b: [a]p> =
+11.2 (¢ = 1.0, CHCLs); "H NMR (400 MHz, CDCl3) & 9.63 (d, J = 1.6 Hz, 1H), 8.13-
8.10 (m, 1H), 8.07-8.06 (m, 1H), 7.58-7.56 (m, 1H), 7.50-7.46 (m, 1H), 4.12 (dd, J = 6.8,
10.0 Hz, 1H), 4.01 (d, J = 10.0 Hz, 1H), 3.75 (s, 3H), 3.50 (s, 3H), 2.93-2.89 (m, 1H),



0.97 (d, J = 7.2 Hz, 3H); °C NMR (100 MHz, CDCls) & 201.9, 168.2, 167.6, 148.3,
139.8, 135.7, 129.6, 123.7, 122.8, 54.8, 53.2, 52.8, 48.6, 44.4, 11.3; The enantiomeric
excess was determined by HPLC with an Ad column. (n-hexane: i-PrOH = 95:5, A =210

nm), 0.5 mL/min; tg = minor enantiomer 44.8 min, major enantiomer 54.5 min. HRMS

(ESI): caled. for [M+Na]'(CsH17NO,) requires m/z 346.0897, found 346.0896.

MeQOC . COOMe

H

?CJ

Dimethyl 2-((2R,3R)-2-methyl-1-oxohexan-3-yl)malonate 3j: [a]p? = - 19.1 (c = 1.0,
CHCl;3); '"H NMR (400 MHz, CDCl3) § 9.70 (d, J = 1.6 Hz, 1H), 3.75 (s, 3H), 3.74 (s,
3H), 3.48 (d, J = 8.4 Hz, 1H), 2.91-2.85 (m, 1H), 2.51 (ddd, J = 3.2, 7.2, 14.4 Hz, 1H),
1.33-1.25 (m, 2H), 1.21-1.15 (m, 2H), 1.03 (d, J = 7.2 Hz, 3H), 0.86 (t, J = 7.2 Hz, 3H);
BC NMR (100 MHz, CDCl;) & 203.8, 169.2, 169.1, 54.8, 52.8, 52.7, 48.0, 37.6, 31.3,
21.2, 14.3, 8.4; HRMS (ESI): caled. for [M+Na] (Ci,H0s) requires m/z 267.1203,
found 267.1201. The enantiomeric excess was determined by chiral phase GC analysis of

the corresponding lactone 8 derived by reduction of product 3j:

Synthesis of (3R,4R,5R)-Methyl 5-methyl-2-o0xo0-4-propyl-tetrahydro-2H-pyran-3-
carboxylate 8:

Chiral malonate 3j (59 mg, .24 mmol, 1.0 equiv.) was dissolved in 1 mL THF. The
solution was cooled to 0 °C and 263 pL concentrated AcOH and 22 mg (0.36 mmol, 1.5
equiv.) NaCNBH3 (95%) were subsequently added. The reaction mixture was warmed up
to rt overnight. Next, brine (1 mL) was added and the pH was adjusted to 7 with saturated
NaHCO:s solution. The aqueous layer was extracted 3 times with 10 mL Et2O and the
combined organic layers were dried over Na,SOa4. After evaporation of the solvents under

reduced pressure, the crude product was dissolved in CH,Cl, (2 mL). Silica (256 mg) was



added and the mixture was stirred slowly for 4 d. After filtration the solvent was removed
under reduced pressure and the crude product was subjected to silica gel column
chromatography (pentane: ethyl acetate = 4:1) to give lactone 8 (41 mg, 80%) as a

colorless oil.

(BR,4R,5R)-Methyl 5-methyl-2-0x0-4-propyl-tetrahydro-2H-pyran-3-carboxylate 8f:
[a]p”= + 11.3 (¢ = 1.0, CHCls); 'H NMR (400 MHz, CDCl3) & 4.21 (dd, J = 4.0, 11.2
Hz, 1H), 3.96 (dd, J= 8.4, 11.2 Hz, 1H), 3.78 (s, 3H), 3.32 (d, J = 8.0 Hz, 1H), 2.09-2.03
(m, 1H), 1.84-1.77 (m, 1H), 1.43-1.26 (m, 4H), 1.04 (d, J= 6.8 Hz, 3H), 0.91 (d, J=7.2
Hz, 3H); °C NMR (100 MHz, CDCls) § 169.7, 168.7, 72.7, 53.0, 52.6, 41.2, 36.2, 32.9,
18.9, 16.6, 14.2; The enantiomeric excess was determined on a Chromasil CP-Chirasil-
Dex CB-column. Temperature program: 70 °C, hold 10 min, 70 °C to 90 °C, rate 5
°C/min, hold 10 min, 90 °C to 130 °C, rate 1 °C/min, hold 15 min, 130 °C to 200 °C, rate
20 °C/min, hold 5 min; tg = major enantiomer 65.7 min, minor enantiomer 66.6 min.

HRMS (ESI): calcd. for [M+Na]'(C;1H;504) requires m/z 237.1097, found 237.1102.

The relative configuration was confirmed with H-HCOSEY and NOESY experiment
(Fig.1). From '"H NMR, we know that the chemical shift of Ha is 3.32 ppm. From H-
HCOSEY, the proton with chemical shift 2.09-2.03 ppm has strong interaction with Ha.
Aslo, the proton with chemical shift 1.84-1.77 ppm interacts with methyl group d. So Hb
has chemical shift 2.09-2.03 ppm and Hc has chimcal shift 1.84-1.77 ppm. From NOESY,
we could not see any interaction between Ha, Hb and Hc, which suggests that the relative

stereochemistry is 3,4-trans and 4,5-trans.




(BR,4R,5R)-methyl 5-methyl-4-(4-nitrophenyl)-2-oxo-tetrahydro-2H-pyran-3-
carboxylate: [a]p” = - 47.0 (c = 1.0, CHCl3); '"H NMR (400 MHz, CDCl;)  8.24-8.21
(m, 2H), 7.39-7.35 (m, 2H), 4.48 (dd, J = 4.8, 11.2 Hz, 1H), 4.14 (t, J = 11.2 Hz, 1H),
3.69 (d, J=11.2 Hz, 1H), 3.63 (s, 3H), 3.30 (t, /= 11.2 Hz, 1H), 2.37-2.29 (m, 1H), 0.83
(d, J = 6.4 Hz, 3H); °C NMR (100 MHz, CDCl3) & 168.2, 166.1, 147.7, 147.1, 128.7,
124.5, 74.3, 54.8, 53.1, 48.7, 34.0, 14.7; The enantiomeric excess was determined by
HPLC with an ODH column. (rn-hexane: i-PrOH = 93:7, A =205 nm), 0.5 mL/min; tg =
minor enantiomer 69.0 min, major enantiomer 93.6 min. HRMS (ESI): calcd. for

[M+Na]"(C14H;5sNOgNa) requires m/z 316.0792, found 316.0788.

Oxidation of 3h to acid 9:

To a stirred solution of aldehyde 3h (56 mg, 0.14 mmol) in ~BuOH/H:20 (8/1, 1.8 mL)
were added KH,PO4 (38 mg, 0.28 mmol), 2-methyl-2-butene (78 mg, 1.12 mmol) and
NaClO; (51 mg, 0.56 mmol). After stirring the mixture overnight, the resulting yellow
solution turned colorless. The solvent was removed under reduced pressure and the
residue was extracted with CH,Cl,, washed with H20, brine, dried over Na:SO4. The
solvent was removed and the residue was purified by silica gel chromatography (pentane:
ethyl acetate = 1:1) to give the corresponding acid 9 (49 mg, 85% yield). The acid 9 was
recrystallized once (CH,Cl,:pentane mixtures) prior to X-ray analysis.

MeOOC COOMe
@)

\j/

HO

Ph
(2R,3R)-2-Benzyl-5-methoxy-4-(methoxycarbonyl)-3-(4-nitrophenyl)-5-
oxopentanoic acid: [a]p” = + 3.6 (¢ = 0.5, CHCl;); 'HNMR (400 MHz, CDCl3) & 8.19



(d, J= 8.0 Hz, 2H), 7.49 (dd, J = 2.0, 7.2 Hz, 2H), 7.38-7.36 (m, 1H), 7.23-7.15 (m, 2H),
7.04-7.02 (m, 2H), 4.07-4.06 (m, 1H), 4.01 (d, /= 8.0 Hz, 1H), 3.69 (s, 3H), 3.53 (s, 3H),
3.33-3.28 (m, 1H), 2.71 (dd, J = 6.4, 13.6 Hz, 1H), 2.62 (dd, J = 4.0, 13.6 Hz, 1H); °C
NMR (100 MHz, CDCl;3) é 168.2. 168.1, 167.6, 147.6, 138.1, 130.3, 129.4, 129.0, 128.7,
127.0, 123.9, 55.0, 53.2, 52.9, 46.8, 35.4, 29.9; HRMS(ESI) the exact mass calculated for
[M+Na]" (C2;H2,05N) requires m/z 438.1159, found m/z 438.1164.
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MeOOC

COOMe

NO,

Fila Graphics

nstrument 1 (ol

Intagration

e): Data Analy:

Calibration Report  Spectra

Batch View Abort

Help

| Data Analpsis

Linfee

| 4R45-1E0.D

=

DEF_LCM Integration # Report

=]

=

=

oaa] ]

Short

=\

[3104D1 C. Sig=210.8 Ref=360.1= ]

Lfin[elra] ol %

DaD1 C, Sig=210.8 Rer360,100 (GUILINGWGRAS-160.0)

mal -
1400

1200

1000

25 20 25 P as 50 55 60 65
[T
File Informati # Time Area Height Width _ Symmetry
LCFile | 4R45-1B0.0 1 12702 4861 938 15071 0875
File Path | C\HPCHEMYT WDATANG ILING® R 38047 4 2544 221 0482
Diater | 15-JurD7, 14:41:21 3| Eem 7 788 72483 0871
Sarnple | z-4-R5-1b ) 55 46 357506 2699 2 4545 0625
Sarnple Info| D 955, 05 ml, 20070619 -
Baicode =
Dperator | Guilra o
Method | DEF_LCM +
|| [Enalpsis Time |66.9 min
S ampling Rate | 0.0067 min (0,402 secl, 10036 datapaints
Start| 2 CAG Bootp Server | Guiling | 5 Findt Files named pyr* || B Microsatt wiord - Micha. | [Z5 Instrument 1 (onfin. . alculator I 11:04 AM

A Start| €2 CAG Bootp Server

Fila Graphics

Intagration

Calibration Report  Spectra

Batch View Abort

Help

Data Analpsis

Linfee

| 4-RE1.D

=

DEF_LCM Integration # Report

[*]

=

o | =

oaa] ]

Short

=\

[3104D1 C. Sig=210.8 Ref=360.1= ]

A EREY

DaD1 C, Sig=210,8 Rer=360,100 (G UILINGW-RS1.0)

w B”?\
g &
3\;@'}
! ! ! ! ! ! ! ! !
25 =0 5 a0 a5 50 55 &0 &5
K1 T
File Inf i # Time Area Height Width __ Symmetry
LC-File [4R51.D [ 1 [ 24786 86.6 | 1.3 11033 [ 0471 |
File Psth | CAHPCHEMYTWDATANGUILING' | 2 | 5449 4928 | 31.3 26219 | 0435 |
Date | 21-Jun-07, 13:20:03
Sample | z-4-A51-p
Sample Info | AD 955, 0.5 ml, 20070621 -
Baicode z
Operator | Guiling )
Method |DEF_LC.M =
Analysis Time | 74.713 min
Sampling Rate | 0.00E7 min (0,402 sec), 11208 datapoints

| Guiling

| 5 Findt Files named pyr* || B Microsatt wiord - Micha. | [Z5 Instrument 1 (onfin. .

aloulatar L=y 1057 &M



Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

2-4-R45-1-rac

Acquisition Date  2007-07-04 10:53:10

D:\Data\Guiling\z-4-R45-1-rac000002.d
PlAtune_wide_dirk3.m

Operator pia

Instrument / Ser# micrOTOF 125

Acquisition Parameter
Source Type ESI
Focus Not active
Scan Begin 50 miz
Scan End 3000 miz

len Polarity Set Nebulizer
Set Dry Heater
Set Dry Gas

Set Divert Valve

Positive 5.8 psi
170 °C
4.0 limin

Source

4500 V
-500 V

Set Capillary
Set End Plate Offset

Intens. :I
x105]

2.25:
2003,

1,754 e
1,501

125

1.004

ME%OC COOMe

H NO,

0.04

0.16 " Time [min)

[ TIC +AI M3

]

Intens. 3
x104

+MS, 0.0-0.2min #{2-11)|
3460896

347.0910

3455

347.0 3475 miz

Intens. {
x104]

54

+MS, 0.0-0.2min #(2-11)

346.0896

3640798

|

384.0212 32,0769

300 310

320

Bruker Daltonics DataAnalysis 3.4

330 340 350 360 370 380 390 400 miz

printed;  2007-07-04 11:05:36 Page 1 of 1
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AU

2.60+

Retention Time | Purity! | Purityl | PDAMatchi | PDAMalchi | PDAMatch | PDAMatchi |  Area Height -
a0l LT min Angle | Threshold | Spect. Name Angle Threshold | Lib. Name | (uv¥sec) | ™A™ | | IntType | Amount | Units | Peak Type | Peak Codes
] 1 111571 224060589 | 46.20 | 901415 | bb Unknown
] 2 134.013 17800255 | 3.67 | 86864 | bb Unknown | 108
2.20+ 3 141.488 224788090 | 46.35 | 671183 | bb Unknown
4 166.597 18305464 | 3.7 | 68606 | bb Unknown | 108
2.00-
|
1.80-
_____mwo_o COOMe
1.60-
J H
1.40-
1.20-

111.571

70.00 80.00 90.00 100.00 110.00 120.00 130.00 39,.8 150.00 160.00 170.00 180.00 ._mo_.co 200.00



0.120
0.110-
0.100-

0.090-

0.070+

0.060+

AU

0_8?”
-
o.ooOm
0.020-
0.010-

0.000~

Retention Time | Purity! | Purityt | PDAMalch1 | PDAMatch1 | PDAMalch1 | PDAMatchi | Area -
(min) Angle | Threshold | Spect. Name Angle Threshold Lib. Name (pV*sec)

119.318 24222566 | 99.03

152,523 237256 | 097

119.318

[

__
_,___mwoo COOMe
__

' H

<0010

80.00 90.00 _om.oo 1 ._c_.co 120.00 ._8_.8 140.00 150.00 160.00 170.00 180.00 190.00
Minutes



Display Report

Acquisition Date  2007-07-04 11:08:48

Analysis Info

Analysis Name D:\Data\Guiling\z-4-R45-2-rac000001.d
Method PlAtune_wide_dirk3.m

Sample Name  z-4-R45-2-rac

Comment

Operator pia

Instrument / Ser# micrOTOF 125

Acquisition Parameter

Source Type
Focus

Scan Begin
Scan End

ESI

Mot active
50 miz
3000 mfz

lon Polarity

Set Capillary
Set End Plate Offset

Positive

4500 V
-500 V

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

5.8 psi
170°C
4.0 limin
Source

Intens.
x105

4.0

3.9

3.84 .

3.7
36

3.5

OOMe

0.02

0.10

012 Time [min]

[=-TIC +AI MS

]

Intens.
x1053

2.0
1.53
1.03
0.59

00

351.1213

+MS, 0.0-0.1min #(2-8)

350.00 35025 35050

35075 35100  351.25 351.50

351.75

35200 miz

Intens.
x1054

2.0

0.5

351.1213

il

+MS. 0.0-0.Tmin #{2-8)]

0.0 T T
150 200

Bruker Daltonics DataAnalysis 3.4
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MeQOC

COOMe

= Graphics  Integration  Calibration  Beport

| 4-R38-3G.0

=l

Spectra Batch VWiew Abort

[¥] [ DOEFLCHM

Help

=

Data dnalysis

[EegIEy

| 1] DAD1 4, Sig=250,100 Ref=36C = |

Shart

DAl A, Sig=260,100 Ref=360,100 (GUILINGYI R32-36.0)

1.008

[=] I
File Information # Time Area Height Width Symmetip

LC-File [4-R35-35.0 1 51.905 E53.6 CE] 11212 0.633

File Path | CAHPCHEM YT ADATANGUILINGY 2 7T ETE33 39 28831 0.387

Date | 2FJun07, 12:38:36 3 3r E36.6 41 2.5341 0.833

Sample |z-4-R38-3g 4 36: E73E.1 25.6 4416 0.483
Sample Info| AD 97:3, 0.3 ml. 20070627 hd
Barcode %
Operator | Guiling o
Method | DEF_LC.t4 T

L Analysis Time [ 125987 min
Sampling Rate | 0.0067 min (0.402 sec). 18239 datapoints

ﬁ 5|a-|| £ CAG Bootp Server

| =3 Guiing | 3 Find: Files named pyr-

| | BaF Miciosait wierd - Micha. ][5 tnstrument 1 [onlin__ | [ Caloulator 55 1048.4M

_ File Graphics Intsgration Calibration Report Batch View Abort

4-RE50-2C.0 | DEF_LCM

Spectra Help

=

Data Analysis

i
D
|| Tl fes | i_ | [a]os| | [ ] =
[ 110401 4, Sig=250,100 Ret=a6C =] QIQI [}IL&' I/\QI i) IXI
AR A, Sig=2560,100 Ref=360,100 (GUILINGY-RS0-2C 1)
G
S
g &
ey
! I i) i) i) I I
50 80 T a0 a0 100 110 1z0 130
[=] I

File Inf # Time Area Height Width  Symmetry —

LC-File [4-R50-2C.0 [ 1] soms [ mozz | 20 [ 286 [ 0571 |

File Path | CAHPCHEM'T \DATANGUILING Y | 2 | ==13m | 1208165 | 2377 | 59527 | D477 |

Dale | 27-Jun-07, 132336
Sample | z-4-F50-20
Sample [nfo[AD 57:3, 0.3 ml, 20070627 =
Barcode =]
Operater | Guiing 2]
Method | DEF_LCM =
L Ainlysis Time | 171.267 min -
| [Szmping Aate |[0.00E7 min (0402 sec]. 25631 datapoints

A Start| €2 CAG Bootp Server

| Guiling

| 5 Findt Files named pyr*

| |37 Microsait wrd - Micha, | [ 5 instrument 1 (onlin.... | G Calculstor 10:43 44



Display Report

Analysis Info Acquisition Date 2007-06-12 17:12:43
Analysis Name D:\Data\Guiling\z-4-R38-3-CI000002.d
Method PlAtune_wide_dirk3-1000.m Operator pia
Sample Name  z-4-R38-3-Cl| Instrument / Ser# micrOTOF 125
Comment
Acquisition Parameter
Source Type ESI len Polarity Positive Set Nebulizer 5.8 psi
Focus Not active Set Dry Heater 170 °C
Scan Begin 50 miz Set Capillary 4500V Set Dry Gas 4.0 limin
Scan End 3000 miz Set End Plate Offset  -500 V Set Divert Valve Source
Intens.
x105
6 - e e B -“.\“
" Y Me%OC COOMe
.r'l’l' H
2 ! |
0.05 010 0.15 020 025 0.30 0.35 Time [min]
[F=TIC+AIMS ]
Intens. +MS, 0.0-0.3min #(2-21
x1043
335.0645
1.5
1.04
0.59 336.0676
0.0 T T T T T T T v
3340 3345 335.0 3355 336.0 3365 miz
Intens. +MS, 0.0-0.3min #(2-21)
x104]
335.0645
1.5
1.0
337.0616
0.5
321.0493 326.0988
323.0500
ool_L ) . 33210615 || 342.0058
- 320 325 330 335 340 345 miz

Bruker Daltonics DataAnalysis 3.4

printed:  2007-06-12 17:20:16
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Graphics  Integration

Calibration

Feport  Spectra

Batch View Abort

MeQOC

Help

COOMe

Data Analysis

=

4-R37-2E.D

DEF_LC.M

[E3

=

Short

B

g [

=\

[#1D2D1 D. Sig=220.16 Ret=350. = |

DS A S Y ER Y

DAL D, Sig=220,16 Ref=360,100 (EAOLDDAT~TWGUILING¥-R37-2E.00

3
®
c

400

[&]=[2[H]

z
ES

=
(=]
200 ===
(B
. [
: : : : : : : :
25 =0 35 a0 as S0 55 &0
[T
File | # Time Area Height Width __ Symmetry
LCFile [ 4R37-2E.D 30 2074 343 32 0.623
File Path | E-AOLDDAT 15GUILIMG" E3 156665.7 155.2 47 0.417
Date | 04-Jun 07, 13.30.34 52 1597 203 6403 1.006
Sample |-4-R37-2e 4 55 158574 100.6 26266 0.455
Sample Infa|AD 90:10, 0.3 ml, 20070504
Barcode
Operator | Guiing
Method | DEF_LC.M
Analysis Time | 62,4 min
| S ampling Fiate | 0.0057 min (0402 sec], 10251 datapoints

b= 1] Staltl £ CAG Bootp Server

| i Guiing

| B Micrasatt ward

— File Graphics

Integration  Calibration  Report

Spectra

Batch  \iew Abort

Help

|[Z@instrument 1 fonfinel

Data Analysis

4R 44-P00.D

=

E3)

DEF_LCHM

=

STl e,

[ 410401 D. Sig=225.16 Ref=350. 7|

o) e |

B

Short

=

DADA D, Sig=225,16 Ref=360 100 (GUILINGWIR4I POO.D)

mAL

70

&0

50

1B R

z
2

3|

File Inf

LCFile

4R44-P00.D

Time

Area

Height

Width

Symmetiy

File Path

CAHPCHEMMINDATAMGUILIMGY

34158

2115 |

24

1.4511

[ o423 ]

Date

15-Jun-07, 15:35:45

52638

7EE4 |

432

27934

[IEE

Sample

z-4-Rd4d-p

Sample Info

A0 9010, 0.3 ml, 20070615

Barcode

Operator

Guiling

Method

DEF_LCH

Analyzis Time

78.793 min

0.0067 rmin [0.402 sec), 11820 datapaints

| 5 ampling Rate

R StaltI B2 CAG Bootp Server

| 3 Buiing

I T Microsaft word

| @Insllumenﬂ {online):...

L) E0IFM



Display Report
Analysis Info Acquisition Date 2007-06-12 17:43:38
Analysis Name D:\Data\Guiling\z-4-R37-2000004.d
Method PlAtune_wide_dirk3-1000.m Operator pia

Sample Name  z-4-R37-2 Instrument / Se# micrOTOF 125
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 5.8 psi
Focus Not active Set Dry Heater 170°C
Scan Begin 50 miz Set Capillary 4500V Set Dry Gas 4,0 Umin
Scan End 3000 miz Set End Plate Offset  -500V Set Divert Valve Source

Intens,
x109]

5

MGSOC 0OMe

Br

(=1

0.025 0050 0075 0.100 0.125 0.150 0.175 0.200 Time [min]

[ TICc +AIMS ]
Intens. ] +MS. 0.0-0.2min #(1-10)]
379.0134

381.0120
6000

4000+

2000 380.0186 | 3820182
373.0905 376.1712 | | 3830133

372 374 376 378 380 382 384 386 388 350  miz
Intens. 1 +MS, 0.0-0.2min #(1-10)

379.0134

381.0120
6000

4000

2000+
380.0186 || 382.0182

373005 3761712 t 3830133

372 374 376 378 380 382 384 386 388 390 miz

Bruker Daltonics DataAnalysis 3.4 ~ printed:  2007-06-12 17:55:45
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MeOQOC COOMe

nstrument 1 [online): Data Analysis M=l E3
Fila Graphics Integration Calibration Feport Spectta Batch Wisw Abot Help
Data Analysis [#]|[ #R3m2e0 [¥] [ DEFLCM  [#]| Integration / Feport Shart

l@ﬂlﬂu@l =]

[3)DADT C. Sig=210.8 Ref=360.112 ]

Bz | [ i ]
[ e R G PR

DAL C, Sig=210,2 Ref=360,100 (EADLDDAT~11&UILIN G R38-2A.0)

500

File Information
LCFile [4F3828.0
File Path |E-5OLOOAT~15EUILINGY
Date | 04-Jur07, 15:07-06
Sample |=-4-A38-25
Sample Info| AD 95.05, 0.5 ml, 20070504
EBarcods
Operstor | Guiling
Method | DEF_LC.M
Enalysis Time | 74,88 min
Sampling Fate | 0.0067 min (0,402 sec), 11233 datapoinks

Time Area Height Width _ Symmetiy
20174 4536.5 555 0.827 0.531
72612 22230.5 330 11257 041
26676 49E6.4 68 12172 0562
32.204 22176.9 237.4 1557 0.465

ENIRIINI e ]

iR Start| £2 CAG Bootp Server | =3 Guiing | 53 Find: Files named pyr* | B Miciosoft word |[Z3nstrument 1 (onfinel: - &5 z58FM

— Eile  Graphics |ntegration Qahbrat\on Hepott Spectra Batch  VMiew Abort Help J

4Rs01D (] DEF_LC.M El Integration # Report [ Skt
N CENET 20 [ Fle] [ EEE

[31DAD1 C, Sig=210.8 Ref=360.11 =] IA’QI Z{@j XI

i | Data Analysis

DAR1 G, Sig=210,8 Ref~360 100 (FUILINGYHRE0-1.00
mal - F

500 —

File Inf; i # Time Area Height Width  Symmetry
LCFils [4-R50-1.0 [ 1] 20864 [ 343252 | 5411 | ossez | naos |
File Fath | C:"HPCHEMTADATAVGUILINGY
Date | 25-Jun-07, 12,4350
S ampls | =4-R50-1
Sample Info| AD 90:10, 0.5 ml, 20070625
Barcods
Operator | Guiing
Method | DEF_LC.M
Analysic Time | 47.133 min
||| [Eampling Rate |0.0087 min (0,402 sec), 7071 datapoints

iR start| B CAG Bootp Server | 4 Guiing | &) Findt: Fiies named pyr* | 37 Microsoft wiord || Z3instrument 1 (anlins:... [ 402pM




_Display Report

Analysis Info
Analysis Name

D:\Data\Guiling\z-4-R38-2-Ph000003.d

Method
Sample Name
Comment

z-4-R38-2-Ph

PlAtune_wide_dirk3-1000.m

Acquisition Date 2007-06-12 16:38.03

Operator pia

Instrument / Ser# micrOTOF

125

Acquisition Parameter
Source Type ESI
Focus Not active
Scan Begin 50 miz
Scan End 3000 miz

lon Polarity

Set Capillary
Sel End Plate Offset

Positive

4500 vV
-500 V/

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

5.8 psi
170°C
4.0 Umin
Source

3.04

2.5

20+— T

MegOC COOMe

H

0.02

0.06

T
Time [min]

[+ TIC +AI MS

Intens.
x104

1,004
0.757
0.501
0.253

298.2909
0,007 4

+MS5, 0.0-0.2min #(2-10))

301.1047

302.1072

298.0 298.5 299.0

299.5

302.0

30I25‘ miz

Intens.
x1

0.4+

0.2

2941759
0.0-— I ¥

298.2909
—L

+MS, 0.0-0.2min #(2-10))

301.1047

302.1072

_J 303.1097

294 296

Bruker Daltonics DataAnalysis 3.4

298

printed;

300

2007-06-12 16:44:50

302

304 miz
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.587
.580

.173
SIS
.410
.405
Sk
.388
.260

.016
.993
.972
. 944
.921
.722
.4173
.738
.730
.728
.720
.717
.715
.707
.700

698
694
686

.684
.677
.460
.443
.438
.424
.420
.414

.402
.395
.385
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MeOOC

COOMe

Graphics  |ntegration

eport  Spectra

[ Data Analysis

5 Eatcl
4-R37-1B.D gl |

DEF LEM %]

[EREINEY

o A

A

[3) DAD1 C. Sig=210.8 Ret=360.11 7|

-

EAER Y

DAD1 C, Sig=210.8 Ref=360,100 (EAOLDDAT~ NG UILINGI-R37-1B.D) T
mAal <-+
ao0— el
] %]
Z00 ; wnf|
] =
- il
o sy +*
200 | § ,é\" ;
1 e
100 ]
] B
o 1_"'
L i) i i) I i)
=0 a0 50 [=u] 70 min
[T I ]
File n Time Area Height Width  Symmetiy
LCFils [4-A37-1B.D 1 23.473 3356.6 438 12772 058
File Path | E:NOLDDAT ~T5GUILING 2 45.765 191476 165.7 2.0495 0.533
Date | 01-Jun 07, 18:27.39 3 59.787 33925 21 26958 0.558
Sample |>-4R37-1b 4 67.184 193682 107 5 30023 0573
Sample Info | AD 50:10, 0.5 ml, 20070601
Barcode
Dperator | Guiing
Method [DEF_LCM
Analpsis Time | 86.207 min
[ Sampling Rate | 0.0067 min (0402 sec], 12932 datapoints I
gasnan| A CAG Boolp Ser..| BY Micosoft wWord |[ S5 Instrument ... | 2 My Computer | =5 [E1) | caoLD DaTa | uData | ‘= Builing | % ssapm

Instrument 1 [a

c): Data Analy

Eile Graphics |ntegration Calbration Feport Spectia Batch  Miew @&boit Help

=] E3

[ D ata Analysis

ST

‘ 4R40-201.0 |£| |

DEF LCM (%] Integration ¢ Fepert

Sl =] [eo]Hs)

|| o1 ] ]

Short

=4 5|

[21DaD1 B, Sig=254.16 Ref-260. 7|

=3 [V S

[ %]

DAL B, Sig=254,16 Ret=260,100 (GUILINGIRA0-201.03

a0

70

&0

s0

File Information

LC-Fils

4R40-201.0

File Fath

CAHPCHEMWINDATANGUILINGY

Date

18-Jun-07. 14:06:14

Sampls

=4RA0-2

Sample Info

AD 9010, 0.5 ml, 20070818

Barcods

Operator

Guiling

Method

DEF_LCM

Enalysis Time

77.433 min

Sampling Aate

0.0067 min_[0.402 sec), 11616 datapairts

= Slarll B3 CAG Bootp Server | =3 Guiling

Area

Height Width

706

7.3E-1 [ 16027

Symmetry
067

16050.5

85.2 | 31416

0.432

|| S5 nstrument 1 (ontiner___

ity 3:28PM



Display Report

Analysis Info Acquisition Date  2007-06-12 17:26:41
Analysis Name D:\Data\Guiling\z-4-R37-1000006.d

Method PlAtune_wide_dirk3-1000.m Operator pia

Sample Name  z-4-R37-1 Instrument / Ser# micrOTOF 125
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 5.8 psi
Focus Not active Set Dry Heater 170°C
Scan Begin 50 miz Set Capillary 4500 V Set Dry Gas 4.0 limin
Scan End 3000 miz Set End Plate Offset  -500V Set Divert Valve Source

Intens. |
x103]

Me%OC COOMe

NO,

0.02 0.04 0.06 0.08 0.10 012 014 0.16 018 020  Time [min]

[—TIC +AIlMS

J

Intens.{ +MS, 0.0-0.2min #(3-15:}

x104
207
1.59
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0.53 | 3760995

0.0 T T T T T ¥ T
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Intens. | +MS, 0.0-0.2min #(3-157)’

x104
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Dynm] —— e e

1 Retention Time | Purityl | PDAMatch1 | Area Height |, -

] Name | ™ riny Angle | Lb.Name | (uv'sec) |72 (v |™MTYPE
0.24- 1 38.200 2533853 | 2.49 | 26499 | bb 3

2 41789 2426795 | 238 21838 |bb 0

0.22.] 3 48.652 49230381 | 48.37 | 275327 | bb 0

1 4 57,564 47580749 | 46.76 | 209139 | bb
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59.69

0.030+

Retention Time | Purityl | Purityl | PDAMatch1 | PDAMatch1 | PDAMatch1 | PDAMatcht | Area | area | Height [ 1
(min) Angle | Threshold | Spect. Name Angle Threshold Lib. Name | (pV*sec) (V) ype
1 50598 5801| 009 103 bb _
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1 Iz 59.605 6272985 | 99.91 | 30914 | bb __

Qbmml. Name

0.024-
0.022-
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Display Report

Analysis Info Acquisition Date 2007-06-12 18:15:24
Analysis Name  D:\Data\Guiling\z-4-R37-3000008.d

Method PlAtune_wide_dirk3-1000.m Operator pia

Sample Name  z-4-R37-3 Instrument / Ser# micrOTOF 125
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 5.8 psi
Focus Not active Set Dry Heater 170°C
Scan Begin 50 miz Set Capillary 4500V Set Dry Gas 4.0 l/min
Scan End 3000 miz Set End Plate Offset  -500V Set Divert Valve Source

Intens.
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[e]
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[—Tic+aims ]

Intens. +MS, 0.0-0.1min #(2-6)
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741226
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0 I

225 250 275 300 325 350 375 400 25 mz
Intens. | +MS, 0.0-0.Tmin #(2-6)|
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e]): Data Analysis
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COOMe

_ File Graphics Integration Calibration Fepot Spectia Batch Wiew Abot Help
iy Data Analysis | 4R#0D  [&] [ DEFLEM 3] Shart
Ekle ==
[21D4D1 C. 5ig=210.8 Rref=360.117
DAD1 C, Sig=210,8 Ref=360 100 (GUILINGW-R31D D)
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400 —| b
200 -
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30 40 &0 (] 70 a0 ao 100 min
=1 [
File Inf # Time Area Height Width  Symmetry
LC-File [4R41D.0 1 28.358 30723.4 3713 1.0973 0435
File Fath | C\HPCHEMATADATANGUILINGY z 51785 1565626 8335 34802 1444
Date | 20-Jun07, 17:51:41 E 68.336 305085 157.7 3.2253 0517
Sample |z4R41d 4 BE.E1E 185904.1 EEE5 45321 1.067
S ampls Info | AD 8515, 0.5 ml, 20070520
Barcode
Operator | Guilng
Method | DEF_LE.b 7
Analyziz Time | 103.887 min
|| [Sampling Rate [ 0.00E7 min (0,402 sec], 15584 datapuints
M Start| €2 CAG Bootp Server = | 2 Find: Files named pyr | B Microsaft word |[Z3mstrument 1 (onfine) L 425
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Help
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File Path
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[ITEEE

Date

20-Jun-07, 15:55:45

Sample

AFdEA

S ample Info

AD 85:15, 0.5 ml, 20070820

Barcode

Operatar

Guiling

tdethod

DEF_LC.M

Analysiz Time

113.087 min

| Sampling Rate

0.0067 min [0.402 sec). 16964 datapoints
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Display Report

Analysis Info
Analysis Name

Method

Sample Name

Comment

Acquisition Date 2007-06-12 18.35:30

D:\Data\Guiling\z-4-R41-rac000014.d
PlAtune_wide_dirk3-1000.m Operator

z-4-R41-rac

pia
Instrument / Ser# micrOTOF 125

Acquisition Parameter
Source Type

Focus

Scan Begin
Scan End

ESI lon Polarity Positive Set Nebulizer
Not active Set Dry Heater
50 miz Set Capillary 4500 V Set Dry Gas

3000 miz Set End Plate Offset  -500 V

Set Divert Valve

5.8 psi
170°C
4.0 limin
Source

Intens.
1000+

900+

800+

700+

600

ME%OC COOMe

H

Ph NO,

0.025
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0228

" Time [min]
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Intens. |
600

4004
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4221226

N LIL.

+MS, 0.0-0.1min #(2-5)

320
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miz

Intens.
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5007
400
3001
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100+

(=1

4221226

A LU.J..,‘...Ll,L,_h“_., R

+MS, 0.0-0.1min #(2-5)|

250

300 350 400 450 500 550
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MeQOC COOMe

_ File Graphics Integralion LCalibration Heport Spectia Batch Wiew Abort Help

[ aRazzED [¥] [ DEFLCM =] [ Shot
=l =t | |[=ea]oes|| | a |

N RS R EA EY

DADT C, Sig=210,8 Ref=360,100 (GUILING\A-RA3-Z8.0)

| Data Analysis

31 DAD1 C. sig=210.8 Ref=360.11= ]

3
b
c

[s]=[>]=]=

42617
H
EX

400

7
i
g

File Inf
LC-File | 4-R43-2B.D
File Path | CAHPCHEMY T SDATANGUILINGY
Date | 20-Jun-07. 133323
Sample [z-4-R43-2b
Sarmple Info | AD 30:10, 0.5 ml, 20070620
B arcode
Operator | Guiling
Method |DEF_LC M
Analysiz Time | 112,36 min
S ampling Rate | 0.0067 min [0.402 sec). 16855 datapoints

M Start| T2 CAG Bootp Server Nl Guiling | D) Find: Files named pyr | B¥ Microsoft Word |\§ Instrument 1 [online):_. ey 434 PM

Time Area Height Width  Symmetry
26.941 147736 162.9 1.3461 0.449
42E617 E14389 455 1.4641 0715
55 302 14951.8 341 26562 0.479
73.763 B1121.7 3061 3.3285 0.771

EN [
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DADA C, Sig=210,2 Ret=350,100 (GUILINGW-RAS-2.D)

I}
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e S e e S o e e el

File Inf it Time Area Height Width Symmetry

LC-File | 4-R48-2.0 [T ] azenn ] 114.8 [ 1.2 [ 1ssa | o637 |
File Path | C:AHPCHEMYTWDATANGUILING' [ 2 [ 74234 | aeeas | 4.1 [ 37544 | 04w |

Date | 20-Jurr07, 11:05:10
Sample |z-4-R48-2
S ample Info| AD 90:70, 0.5 ml, 20070620

Barcode
Operatar | Guiling
Method | DEF_LC.M

Analyziz Time | 139,173 min

| Sampling Rate | 0.0067 min [0.402 sec). 20877 datapoints
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Display

Report

Analysis Info

Analysis Name  D:\Data\Guiling\z-4-R43-2000008.d

Method
Sample Name
Comment

2-4-R432

PlAtune_wide_dirk3-1000.m

Acquisition Date 2007-06-12 16:30:34

Operator

pia

Instrument / Ser# micrOTOF 125

Acquisition Parameter
Source Type ESI
Focus Not active
Scan Begin 50 miz
Scan End 3000 miz

lon Polarity

Set Capillary
Set End Plate Offset

Positive

Set Nebulizer

Set Dry Heater

4500V
-500V

Set Dry Gas
Set Divert Valve

5.8 psi
170 °C
4.0 lfmin
Source

Intens.
x104

0.02 0.04 0.08

0.08 0.10 012 0.14 0.16

020  Time [min]
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Analysis Info
Analysis Name
Method
Sample Name
Comment

Display Report

D:\Data\Guiling\z-4-RB000CU14.d
PlAtune_wide_dirk3.m
z-4-RB0

Acquisition Date  2007-08-14 13:50:50

Operator

pia
Instrument [ Ser# micrOTOF

125

Acquiﬁmnn Parameter

Source Type
Focus

Scan Begin
Scan End

Esl

Not active
50 miz
3000 miz

lon Polarity

Set Capillary

Set End Plate Offset

Positive

4500 v
-500 v

Set Nebulizer
Set Dry Heater
Set Dry Gas

Set Divert Valve

5.8 psi
170°C
4.0 l/min
Source

Intens.
x105_

2.6

2.4+

2.2

Me

0.020
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0.045 0.050
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Time [min]
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J
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5004
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|
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+MS, 0.0-0.0min #(2-3)
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2175

t .
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Title 3
Run File : c:\star\gui-ling\z-4-r54-rac-1l.run

Method File : c:\star\gui-ling\z-4-r54-rac-1l-front.mth
Sample ID : z-4-R54-rac-1

Injection Date: 7/23/2007 4:12 PM Calculation Date: 8/15/2007 3:14 PM

Operator : Detector Type: 3800 (1 Volt)
Workstation: ORGAN—GC—DELLliﬁﬁﬁuaD Bus Address : 44

Instrument : gc2 (right) Sample Rate : 10.00 Hz
Channel : Front = FID Run Time t B7.410 min

** GC Workstation Multi Instrument Version 6.41 *+* (00195-2088-D6B-20A1 **

Chart Speed = 1.12 cm/min Attenuation = 504 Zero Offset = 12%
Start Time = 58.130 min End Time = 77.310 min Min / Tick = 1.00
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e 3
File : c:\star\gui—ling\z—4-r62-chiral.run

od File : c:\Star\gui—ling\z-4—r62vchiral—front.mth
le ID : Manual Sample

ction Date: 8/13/2007 2:34 PM Calculation Date: 8/14/2007 2:18 PM

ator = Detector Type: 3800 (1 Volt)
station: ORGAN-GC-DELL1jOH0,80 Bus Address : 44

rument : gc2 (right) Sample Rate : 10.00 Hz

nel : Front = FID Run Time ¢ B7.410 min

C Workstation Multi Instrument Version 6.41 ** 00195-2088-D6B-20A1 **
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t Time = 58.580 min End Time = 75.160 min Min / Tick = 1.00
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Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\Guiling\z-4-R62000504.d

tune_low_dirk.m

z-4-R62

Acquisition Date  2007-08-17 12:04:55

Operator
Instrument / Ser# micrOTOF

pia

125

Acquisition Parameter

Source Type
Focus

Scan Begin
Scan End

Esl

Not active
50 miz
3000 miz

len Polarity

Set Capillary
Set End Plate Offset

Positive

4500V
500V

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

5.8 psi
170 °C
4.0 l/min
Source

Intens.
x1

0.84

0.6

0.02 0.03

006 007 0.10 0.11 Time [min]

[<===TIC +AIMS

l

Intens. 3
20007
15007
10004

500

+MS, 0.0-0.1min #(2-7)
2371102

L 238.1135
A

0 T T
232 234

236 238 240 242 244 miz

Intens.

2000+

15004

10004

500+

+MS, 0.0-0.1min #{2-7)

237.1102

d_ IR

150
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1H-1H COSY

exp5 gCOsY

SAMPLE
date Sep 21 2007
solvent cocla
sample jv07_zd_RE2~
COSY_z15epZo0?

ACQUISITION
sw 3191.8
at 0.160
np 102a
o not used
ss 16
d1 1.000
nt 1
20 ACQUISITION
swl 3191.8
ni 256
TRANSMITTER
tn H1
sfrg 399.937
tof -165.7
tpwr 59
W 13.200
GRADIENTS
gzlvil 992
gt 0.001000
gstab 0.000500
DECOUPLER
dn c13
dm nnn

FLAGS
hs nn
sspul n
hsglwvl 982
SPECIAL
temp 25.0
gain 18
spin not used
F2 PROCESSING
sh =0.080
sbs not used
fn 1024
F1 PROCESSING
sbl =0.040
shsl not used
procl p
fnl 1oza
DISPLAY
sp 291.2
wp 1630.3
spl 208.0
wpl 1667.7
rfl -Z03.8
rfp ]
rfll =-201.7
rfpl o
PLOT
we 12a.0
sc 6.2
wei 124.0
sc2 ]
¥E 322
th 10

S—

F2

(ppm)

Sy

4.5 4.0

T 7T

3.5

e e e

3.0

2.5
F1 (ppm)

L B e e e e

2.0 1.5 1.0



NOE:

exp5 NDESY

SAMPLE
date  Sep 21 2007
solvent cocl3

sample jvO7_zd_RE2~
NOESY_21Sep2007

ACQUISITION
SW 3191.8
at 0.160
np 1024
fh not used
55 32
d1 1.000
nt 3z
20 ACQUISITION
swl 3191.8
ni 512
TRANSMITTER
tn H1
sfrg 399.937
tof =165.7
Tpwr 54
pw 13.200
HDESY
mix 0.z00
PRESATURATION
satmode nnnn
satpwr o
satdly ]
satfrq o
DECOUPLER
dn c13
dm nnn

FLAGS
hs n
sspul ¥
nwn«_m y
hsglv 992
SPECIAL
temp 25.0
gain 1z
spin not wsed
F2 PROCESSINC
gf 0.074
ofs not used
fn 4096
F1 PROCESSING
gfl 0.148
gfsi not used
procl ip
fnl 4096
DISPLAY
sp 203.8
wp 3191.8
spl 201.7
wpl 3191.8
rfl -203.8
rfp o
rfll =201.7
rfpl 1]
PLOT

wE 1z2a.0
sC 6.2
we2 124.0
sc2 0
Vs 537
th 1
ai ph

L
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(ppm) w
] 7
2- a ) .
3
4 o O\P
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5
8
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jv07_255_16

Pulse Sequence: s2pul
Solvent: CDC13
Temp. 25.0 C / 298.1 K
Mercury=400B8 | Q Q
Relax. delay 1.000 sec
Pulse 20.5 degrees Bn OBn
Acn. time 2.733 sec
width 5995.2 Hz
68 repetitions
OBSERVE  H1, 399.9355496 MHz in o o
OATA PROCESSING w0 =t
Line broadening 0.1 Hz ] w pn
FT size 65536 o At H (8] Br
Total time 113 hr, 32 min, 49 sec |
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=
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o o
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rm
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" | Name | Retention Time | Purityt | Purityt | PDA Match1
(min) Angle | Threshold | Spect. Name

Bni

Br

PDA Matcht
Angle

PDA Match1

PDA Match1

Threshold Lib. Name

Area
(uV*sec)

% Area

Height
vy |mType

Amount | Units

Peak Type | Peak Codes

o351 1 94.956

2267700

6.00

9724

Unknown

2 111.746

2257761

597

9145

Unknown

0.30- 3 129.373

16732418

4427

48601

Unknown
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Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

z-4-RB1

Acqguisition Date 2007-08-17 11:45:44

D:\Data\Guiling\z-4-R61000003.d
tune_low_dirk.m

Operator

pia
Instrument / Se# micrOTOF

125

Acquisition Parameter
Source Type ESI
Focus Not active
Scan Begin 50 miz
Scan End 3000 miz

lon Polarity Positive Set Nebulizer

Set Dry Heater

4500 V
-500 V

Set Capillary

Set Dry Gas
Set End Plate Offset

Set Divert Valve

5.8 psi
170 °C
4.0 l/min
Source

Intens.
x10°

2.4

2.2

2.04

o o

Bni Bn

Br

0.025 0.050

0.075

0.100 0.128 0.150 0.175 0.200

0225 " Time [min]

[—TIC +AI MS

]

Intens.
x104

531.0758  533.0740

534.0777

532.0808
A ) 5350823

+M8, 0.0-0.2min #(2-14),

524 526

528

530 532 534 536

538 540 miz

Intens.
x10%4

531.0758 533.0740

L

+MS5, 0.0-0.2min #(2-14)

522.5 525.0

Bruker Daltonics DataAnalysis 3.4

5275

5300 532.5 535.0 537.5

printed:  2007-08-17 11:50:16

~ Page1of1




S8

)

=

|

0'3t

:

nd b
°J;~
SL

i

]
(=1

;

E
Y

J5

-
w

L;p
09 g9 0L
Ud
OH

S'S
ZON

0's

SV

2|92
5
(18 4

2

(2]
pry
y

.

(2]
=}

L;,
g'c

e
o

;

-
I

;

l 0¢

TS

(&)

:

ST

0z

S’k

0’k

wdd

.599

B B e I e B B e e R B e AR S S S B B B e e B
s
%]
(=]

=

4.
4,
4.
4,
3.
3
3.
3.
3.
3.
3.
3.298
3.
3.
Z.
2.
2,
2.
2.
24
2.
2

.603




Ud

‘ON

OH

2038
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" Pt
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_ Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\Guiling\z-4-R53-acidPh000001.d
tune_high_dirk.m
z-4-R53-acidPh

Acquisition Date  2007-09-28 14:22:11

Operator pia

Instrument / Ser# micrOTOF 125

Acquisition Parameter
Source Type ESI
Focus Not active
Scan Begin 50 miz
Scan End 3000 mfz

lon Polarity

Set Capillary
Set End Plate Offset

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

5.8 psi
170°C
4.0 Umin
Source

Positive

4500V
-500V

Intens.
x108

25015

2251

2.00+ \

1,751

1,254

Ph NO,

" Time [min]

Intens

438.1164
10004

7507
500
2507

|

+MS, 0.0-0.4min #(2-:@}

4325 4350 4375 440.0

4525 4550 miz

Intens.

1200+

438.1164

10004

800+

600

400+

+MS, 0.0-0.4min #(2-26)

430

Bruker Daltonics DataAnalysis 3.4
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File Graphics |ntegration Calibration Heport Spectia Batch  Wiew Abort Help
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File Inf # Time Area Height ‘Width Symmelry
LC-File [Z-5-64R2.0 [T ] 7emes | 28367 | 125 [ 33sss [ o7 |
File Path | C.\HPCHEMYT\DATANGUILING, [ 2] argze | ommes | 10 | aee2 | 1zm |
Date | 28-Jan-08. 16:46:20
Sample | 256412
Sample Info| ODH 937 0.5 mL/min, 280108 =
Barcode 5
Operator | Guiling )
ethod | MEW1.M S
= Analysis Time | 109.353 min
|__ Sampling Rate | 0.0067 min (0402 sec). 16404 datapaints

| ¥ Microsoft \word - Guiing-h...

g Start || Z3 Instument 1 fonline)
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Sample Info

0DH 937 0.5 mL/min, 280108
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ethod
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Sampling Rate

0.00E7 min (0,402 sec), 21033 datapoints
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Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\Guiling\z-5-63-2000003.d
tune_wide_dirk.m

z-5-63-2

28.01.2008

Acquisition Date  1/28/2008 3:48:33 PM

Operator

pia
Instrument / Ser# micrOTOF

125

Acquisition Parameter

Source Type
Focus

Scan Begin
Scan End

ESI

Not active
50 miz
3000 miz

lon Polarity

Set Capillary
Set End Plate Offset  -500 V

Positive

4500 V

Set Nebulizer
Set Dry Heater
Set Dry Gas

Set Divert Valve

5.8 psi

4.0 Umin
Source

Intens.
x105

0

(o}

NO;

0.02

0.04

0.08

" Time [min]

[-==TICc +AI MS

]

316.0788

+MS, 0.0-0.1min #(2-8)|

' 500

"550 miz

316.

0788

+MS, 0.0-0.Tmin n(’a‘-a—}‘

550 " miz

Bruker Daltonics DataAnalysis 3.4
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